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FOREWORD 


The Book of A.S.T^M. Standards, of which this is the 1946 edition, is 
normally a trlenniaP publication, with Supplements issued in the intervening 
years. It contains the formally adopted A.S.T.M. Standards and the 
A.S.T.M. Tentative Specifications, Methods of Test, and Definitions. 

Trior to this edition, the Book of Standards was issued in three parts. 
Today, with the extension of Society work into many new fields and the 
gr^t stimulus given by war activities to the development of tests and 
specifications for materials, the 1946 edition of the Book of Standards 
comprises about 7000 pages. To continue to publish this amount of material 
in three parts would result in books too large for convenient use and too 
bulky and heavy for binding, except at prohibitive cost. Hence it was 
decided^ tifyublish the 1946 Book of Standards in five parts, as follows: 

— Ferrous Metals (Steel, Wrought Iron, Cast Iron, Magnetic Properties, 
Malleable-Iron Castings, Ferro-Alloys, Iron-Chromium Nickel and Related 

1 ,;,^ Alloys). 

Pari I-B — Non-Ferrous Metals (Copper and Copper-Alloy Wires, Non-Ferrous Metals 
^ and Alloys, Light Metals, Electrodeposited Metallic Coatings, Meta! Powders 
and Metal Powder Products, Electrical-Heating Alloys, Copper and Copper 
Alloys, and Die Cast Metals and Alloys). 

I Part II — Nonmetallic Materials — Constructional (Cement, Lime, Gypsum, 
i Masonry Units, Natural Building Stone, Mortar for Unit Masonry, Ther- 

mal Insulating Materials, Refractories, Glass and Glass Products, Clay 
Pipe, Concrete Pipe, Drain Tile, Concrete and Concrete Aggregates, 
Road and Paving Materials, Soils, Waterproofing and Roofing Materi- 
als, Wood and Wood Preservatives, Paint, Varnish, Lacquer, and Related 
Products, Naval Stores, Fire Tests, Thermometers). 

, i Pari III-A — Nonmetallic Materials (Goal and Coke, Petroleum Products, Aromatic 
, Hydrocarbons, Soaps, Water^ Textiles, Gaseous Fuels, Thermometers). 

> Part III-B — Nonmetallic Materials (Electrical Insulating Materials, Plastics, Rubber, 

f Paper, Shipping Containers, Adhesives). 

i In these five parts are included the 1330 A.S.T.M. Standards and Ten- 
^ tatives in effect at the time of publication, exclusive of the 35 A.S.T.M. 

Methods of Chemical Analysis of Metals which appear in a separate publica- 
*■ tion bearing that title. 

The annual Supplements to each part issued in the succeeding years will 
contain the newly adopted or revised Standards and new or revised Tenta- 
.tives. These Supplements should be consulted for changes in status and 
for current revisions of Standards and Ten tatives. The combined Index to 
A.S.T.M. Standards, issued annually, will also be helpful in this connection 
and in locating any desired standard. 

’ iThe present edition is being issued with only a two-year interval since the preceding edition, due to 
the early exhaustion of the supply of the book. 
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Siandards appe^LT in the front of each part, and comprise those specifica- 
tions and methods of test that have been formally adopted by the Society, 
requiring a letter ballot approval by the entire membership. 

TeMatmSj which appear in the back of each part, have been approved by 
the sponsoring committee as representing the latest thoughts and practices 
and have been accepted by the Society in accordance with established pro- 
cedures for use pending adoption as standard. 

In accordance with Society regulations, standards that have been pub- 
lished for a period of six years or more without revision have been reviewed 
by the responsible standing committees prior to the appearance of the Book 
and have been reapproved in their present form. 


The appearance of this Book is a tribute to the sincere efforts of the 
technical committees responsible for the development and review of the 
standards, and of the many individuals serving on the committees* The 
Society’s time-tested standardization procedure provides for adequate 
representation on technical committees of producers and consumers and 
those having a general interest in the material or subject in question. 
Opportunity is provided during the period of promulgation for full 
consideration by all interested parties through publication as tentjative 
before adoption as standard. As developments and advances take place, 
requirements are suitably revised. 





GUIDE TO THE USE 
OF THE 

OF STANDARDS 

standards in this Book are assembled in a sequence determined by 
the specific materials or products to which they apply. The Table of 
Contents in each part is presented in duplicate— one a list of standards in 
the order in which they appear, the other a list* of the standards in numeric 
sequence of their serial designations. In addition, a separate listing (printed 
on green colored stock) is given of the tentative specifications and methods 
of test just preceding that portion of the book beginning on p. 1263. 

A subject index of the standards and tentatives in this part appears at 
the back of this volume (see page 1719). This index should be the most 
convenient means of locating any standard appearing in the volume, espe- 
cially if only the general subject matter covered is known. 

A separate combined Index, covering all standards and tentatives in 
Parts I-A and I-B, II, and III-A and III~B of the Book of A.S.T.M. Stand- 
ards, in the annual Supplements thereto, and in the book of A.S.T.M. 
Methods of Chemical Analysis of Metals, is also issued annually, which 
should be of convenience to all users of the Book of Standards. The 
combined Index will be revised annually to incorporate the latest references 
to the standards, whether they appear in the Book of Standards or in the 
1947 or 1948 Supplements. This Index should be of convenience to all 
users of the Book of A.S.T.M. Standards and its Supplements. 

A numeric list with complete titles of the current standards and tentatives 
also appears with this Index. 

Comments or suggestions intended to improve the utility of the Book of 
Standards will be welcome. 





CONTENTS 

BOOK OF A.ST.M. STANDARDS, -PART II ' 
Nonmetallic Materials — Constructional 

(For standards covering metals, see Parts I-A and I-B, and for nonmetallic materials 
other than constructional, see Parts III- A and III-B) 

In the serial designations prefixed to the following titles, the initial letter, indicative 
of the general classification, and the first number are permanent. The number following 
the dash indicates the year of original issue as tentative or of adoption as standard, or, 
in the case of revision, the year of last revision. Thus, standards adopted or revised dur- 
ing the year 1946 have as their final number, 46. Tentatives are identified by the letter T. 

In the following listing, the Standards and Tentatives are grouped according to ma- 
terials to which they apply. Listings of Tentatives appear in italics. 

For Contents in Numeric Sequence, see p. xxvii. 

Tentatives are listed separately in the green insert opposite p. 1262. 
Tentative Revisions of Standards are listed on p. 1699. 

A complete subject index appears on p. 1719. 

CEMENTITIOUS MATERIALS 
Cement 


Specifications for: page 

C 150 “■ 46. Portland Cement 1 

C 17 5 -46a T. Air-Entraining Portland Cement {Tentative) 1263 

C 205 -46 T. Portland Blast-Furnace Slag Cement {Tentative) 1266 

C 10 ~ 37. Natural Cement 5 

C 91-40. Masonry Cement 7 

C 91-44 T. Masonry Cement {Tentative^ 1269 

Methods of: 

C 185-46 r. Air Content of Portland-Cement Mortar ^ Test for {Tentative). . . 1277 

C 151 - 43. Autoclave Expansion of Portland Cement, Test for. 14 

C 85-42. Cement Content of Hardened Portland-Cement Concrete, 

Test for 502 

C 114-46. Chemical Analysis.of Portland Cement. 17 

.C 114-46 T. Chemical Analysis of Portland Cement {Tentative)^...'!...... 1282 

f C 109 - 44. Compressive Strength of Hydraulic-Cement Mortars, Test for , 52 

C 184 - 44. Fineness of Hydraulic Cement by the No. 200 Sieve, Test for . . 59 

C 204 - 46 T. Fineness of Portland Cement by Air Permeability ApparatuSy 

Test for {Tentative) • • - . 129D 

C 115 - 42. Fineness of Portland Cement by the Turbidimeter, Test for. . . 62 

C 186 - 44 T: Heat of Hydration of Portland Cementy Test for {Tentative) 1297 


f A “ tentative revision" of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. . 

1 See Supplements to be issued in 1947 and 1948 for revision or change of status of any of these standards 
or tentatives. 

sxiiis is in effect a tentative revision of, and, when adopted, is to replace Standard Specifications 
G9r- 40. " . . . , ■ • 

3 This is in effect a tentative revision of, and, when adopted, is to be added to Standard Methods 

■c 114 - 46 . ■ . . ■ , . 

' vii'''"'' 

For Contents in Numeric Sequence, see p^ xxvii. 
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Methods of: ^ page 

C 187 " 44. Normal Consistency of Hydraulic Cement, Test for. : 70 

C 183 -- 46. Sampling Hydraulic Cement. ........... ... . , . ... . . ... ... 73 

C 189 - 44. Soundness of Hydraulic Cement Over Boiling Water (Pat Test), 

Test for. 75 

C 188 - 44. Specific Gravity of Hydraulic Cement, Test for 78 

C 190 - 44. Tensile Strength of Hydraulic-Cement Mortars, Test for . .... 80 

C 191 - 44. Time of Setting of PlydrauJic Cement by the Vicat or Gillmore 

Needles, Tests for 86 

Lime 

Specifications for: 

C 5-26. Quicklime for Structural Purposes 90 

C 6-46 T. Normal Finishing Hydrated Lime { Tentative) 1304 

C 206 - 46 r. Special Finishing Hydrated Lime {Tentative) 1306 

C 207 - 46 T. H ydrated Lime for M asonry Purposes { T entafive) 1308 

C 141-42. Hydraulic Hydrated Lime for Structural Purposes. 92 

C 45- 25. Quicklime and Hydrated Lime for Cooking of Rags in Paper 

Manufacture. 97 

C 46 - 27. Quicklime for Sulfite Pulp Manufacture. . .................. 99 

C 47 - 27. Hydrated Lime for Varnish Manufacture 101 

C 48 - 24. Quicklime and Hydrated Lime for Use in the Textile Industry . 103 

C 49 - 42. Quicklime and H^^drated Lime for Silica Brick Manufacture . . 105 

C 53-39. Quicklime and Hydrated Lime for Water Treatment. ....... 106 

C 35 - 39. Sand for Use in Plaster. 10^> 

Methods of: 

C 50 - 27. Sampling, Inspection, Packing, and Marking of Quicklime and 

Lime Products 110 

tC 25-44. Chemical Anabasis of Limestone, Quicklime, and Plydrated 

Lime , .... 114 

C 110-45 T. Physical T esting of Quicklime and Hydrated Lime {Tentative) - . 4310 
*fE 119-41. Fire Tests of Building Construction and Materials. 1203 

DeHnitions of: 

C 51- 44. Lime, Terms Relating to 126 

C 51-44 T. Lime, Terms Relating to {Tentative)^- 1319 

Gypsum 

Specifications for: 

*C 22-41. Gypsum 127 

“^C 28-40. Gypsum Plasters 129 

’*'C 59-40. Gypsum Molding Plaster. 132 

*C 60 - 40. Gypsum Pottery Piaster. 134 

*C 61-40. Keene's Cement 136 

72 *-40. Gj^psum, Calcined, for Dental Plasters 

C 35 - 39. Sand for Use in Plaster. 108 

*C 36-42. Gypsum Wall Board. 140 

*C 37-42. Gypsum Lath............ 142 

*C 79 - 42. Gypsum Sheathing Board 144 

C 52 - 41. Gypsum Partition Tile or Block. . ........................ 146 

Methods of : . . 

*tC 26 - 42. Testing Gypsum and Gypsum Products . . . . . . . ... . . . . . . . . . 149 

*fE 119 - 41. Fire Tests of Building Construction and Materials. ....... . . 1203 


* Approved as American Standard by the American Standards Association. 

t A “tentative revision^ of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. 

4 This is in effect a tentative revision of, and, when adopted, is to be added to Standard Definitions 
GSl-44. ■ ■ , ■ - ■ 

For Contents in Numeric Sequence, see p. sxviL 
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- .. Contents. ' ^ ix- 

Definitions of : ■ ' .'page 

C Gypsum, Terms Relating to ... 163 

C 11- 41 r. Gypsum, Ter?ns Relating to {Tentative^ 1320 

\ . MASONRY BUILDING UNITS, STONE, AND SLATE 

Brick 

Specifications for: 

*G 55 -* 37- Building Brick, Concrete 165 

fC 62 - 44. Building Brick (Made from Clay or Shale) 167 

*tC 73 - 39. Building Brick, Sand-Lime. 172 

C 126 - 44 T. Masonry Units, Glazed ( T entatm) 1328 

C 7- 42. Paving Brick 174 

C 32 - 42. Sewer Brick (Made from Clay or Shale). 181 

Methods of: 

67 - ,44. Sampling and Testing Brick 183 

Structural Tile and Filter Block 

Specifications for: 

*tC 34-41. Clay Load-Bearing Wall Tile, Structural 192 

‘•'fC 56-41. Clay Non-Load-Bearing Tile, Structural 195 

.*fC 57 - 39. Clay Floor Tile, Structural 198 

C 212-46 T. Clay Facing Tile, Structural {Tentatke) 1321 

C 126-44 T, Masonry Units, Glazed {Tentathe) 1328 

C 52-41. Gypsum Partition Tile or Block 146 

C 159 - 45 T, Filler Block, Vitrified Clay, for Trickling Filters {Tentative) . . 1333 

Methods of: 

*tC 112-36. Sampling and Testing Structural Clay Tile. 201 

Definitions of: 

C 43-46 T. Structural Clay Tile, Terms Relating to {Tentative) 1336 

Concrete Masonry Units 

Specifications for: 

'*'C 90 - 44. Concrete Masonry Units, Hollow Load-Bearing 205 

*C 129-39. Concrete Masonr}'- Units, Hollow Non-Load-Bearing. ....... 207 

'^C 145-40. Concrete Masonry Units, Solid Load-Bearing 209 

*C 139 - 39, Concrete Masonry Units for Construction of Catch Basins and 

Manholes 211 

'^C 55 - 37. Concrete Building Brick. 165 

Methods of : 

*C 140 - 39, Sampling and Testing Concrete Masonry Units .............. 213 

*tE 119 “ 41. Fire Tests of Building Construction and Materials. 1203 

Building Stone and Slate 

Methods of: 

C 97 - 36. Absorption and Apparent Specific Gravity of Natural Build- 
ing Stone, Tests for. 216 

C 170 - 46. Compressive Strength of Natural Building Stone, Test for . . , . 218 

C 99 - 36. Flexure Testing of Natural Building Stone (Determination of 

Modulus of Rupture) . 221 

C 100 - 36. Modulus of Elasticity of Natural Building Stone, Test for .... 223 

C 102 - 36. Shear Testing of Natural Building Stone ...... . ......... . , . 227 


* Approved as American, Standard by the American Standards Association. 

t A ‘^tentative revision" of this standard appears in the Tentative Revisions of Standards section at the 
back of this bool^ see p. 1699. 

s This is in effect a tentative revision of, and, when adopted, is to be added to Standard Definitions 
C 11-41. ■ 

For Contents in Numeric Sequence, see p. xxvii. 
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Methods of: page 

D 273 -40. Conducting Paths in Electrical Slate, Tests for (see Part 

■ ■ ' m-B). ■■ 

C 120-31. Flexure Testing of Slate (Modulus of Rupture, Modulus of 

Elasticity).......... 232 

C 121 - 31. Water Absorption of Slate, Test for 235 

DefiniHon of: 

C 119-27. Slate, Term 237 

MORTAR FOR UNIT MASONRY 

SpecificaUonsfor: 

G 144 - 44. Aggregate for Masonry Mortar. 238 

C 161-44 T. Mortar for Reinforced Brick Masonry {Tentative) 1338 

THERMAL INSULATING MATERIALS 

Specifications for: 

C 193-44 T. 85 per cent Magnesia Thermal Insulating Cement {Tentative ) . . 1341 
C 194- 44 T. Asbestos Thermal Insulating Cement {Tentative ) ............. 1343 

C 195 - 45 T. Mineral Wool Thermal Insulating Cement {Tentative) 1345 

C 196-^ T. Expanded or Exfoliated Vermiculite Thermal Insulating Cement 

( Tentative) . 1348 

C 197-44 T. Diatofnaceoiis Silica Thermal I nstdating Cement {Tentative)., 1351 

C 208 -46 T, Structural Insulating Board Made from Vegetable Fibers 

{Tentative) 1353 

Methods of: 

C 163 - 44. Sampling and Mixing Thermal Insulating Cement 240 

C 164 - 44, Bulk Density of Thermal Insulating Cement, Test for 242 

C 165-45. Compressive Strength of Preformed Block Type Thermal In- 
sulation, Test for 244 

C 166-45. Covering Capacity and Volume Change Upon Drying of 

Thermal Insulating Cement, Tests for 246 

C 203 - 45 T. Flexural Strength of Preformed Block Type Thermal Insula- 
tion, Test for {Tentative) . , 1356 

C 209-46 T. Testing Structural Instdating Board Made from Vegetable 

Fibers { Tentative) 1358 

C 177 - 45. Thermal Conductivity of Materials by Means of the Guarded 

Hot Plate, Test for. ... 249 

C 167-44, Thickness and Density of Blanket Type Thermal Insulating 

Materials, Tests for. 258 

Definitions of: 

C 168 - 44. Thermal Insulating Materials, Terms Relating to 260 

REFRACTORIES, FIRE BRICK 

Specifications for: 

fC 64-41. Refractories for Heavy Duty Stationary Boiler Service . . . . . . 261 

fC 153 - 41. Refractories for Moderate Duty Stationary Boiler Service . . . . 265 

C 176-44. Fireclay Plastic Refractories for Boiler and Incinerator 

Services.. 267 

C 178 - 45 T. Air-Setting Refractory Mortars {Wet Type) for Boiler and 

Incinerator Services {Tentative) 1362 

fC 106 - 41. Refractories for Incinerators 269 

fC 63-41. Refractories for Malleable Iron Furnaces with Removable 

Bungs and for Annealing Ovens 272 

fC 105 - 41. Ground Fire Clay as a Mortar for Laying-Up Fireclay Brick . . 275 

C 49 - 42. Quicklime and Hydrated Lime for Silica Brick Manufacture . . 105 


t A “ tentative revision'* of this standard appears in the Tentative Revisions of Standards section at the 
:k of this book, see p. 1699. 

For Contents in Numeric Sequence, see p. xxvii. 
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.Contents '■ xt 

Classifications of : page 

C 27-41. ,,, , . Fireclay Refractories , 217 

C 155 -45 T, Insida (Tentative) 1364 

Methods of: 

C 16-41, Load Test at High Temperatures of Fireclay Refractories. . . . 279 

C202 ~45 T, Thermal Conductivity of Fireclay Refractories, Test for 

(Tentative) ..1365 

fC 38 - 45. Panel Test for Resistance to Thermal and Structural Spallmg 

of Refractory Brick. 284 

fC 107 - 45. Panel Test for Resistance to Thermal and Structural Spallmg 

of High Heat Duty Fireclay Brick 291 

fC 122 - 45. Panel Test for Resistance to Thermal and Structural Spalling 

of Super Duty Fireclay Brick. 293 

fG 180- 45. Panel Test for Resistance to Thermal and Structural Spallmg 

of Fireclay Plastic Refractories 295 

C 179 - 46. Drying and Firing Shrinkage of Fireclay Plastic Refractories, 

Test for 297 

fC 181 - 45. Workability Index of Fireclay Plastic Refractories, Test fot. . 299 

C 198-45 T. Bofiding Strength of Air-Setting Refractory Mortar (f¥et Type), 

Test for (Tentative) 1369 

C 199 - 45 T. Refractoriness of Air-Setting Refractory Mortar (IVet Type), 

Test for (Tentative) 1371 

C 182-45 T. Thermal Conductivity of Insulating Fire Brick, Test for 

(Tentative) 1373 

C 93 - 46. Crushing Strength and Modulus of Rupture of Insulating Fire 

Brick at Room Temperature, Test for 302 

C 210 - 46. Permanent Linear Change Upon Reheating of Insulating Fire 

Brick, Test for 305 

C 24-46. Pyrometric Cone Equivalent (P.C.E.) of Refractory Ma- 
terials, Test for. 308 

C 201-45 T. Thermal Conductivity of Refractories, Test for (Tentative) 1376 

C 113-46. Permanent Linear Change After Reheating of Refractories, 

Test for * 312 

C 133 "* 39. Cold Crushing Strength and Modulus of Rupture of Refractory 

Brick and Shapes, Tests for 314 

C 134 - 41. Size and Bulk Density of Refractorj^ Brick, Tests for 317 

C 154 - 41. Warpage of Refractory Brick and Tile, Test for 319 

C 20 - 46. Apparent Porosity, Water iVbsorption, Apparent Specific 

Gravity, and Bulk Density of Burned Refractory Brick, ^ 

Tests for 320 

fC 135 - 40. True Specific Gravity of Burned Refractory Materials, Test for. 323 
C 92 - 46. Sieve Analysis and Water Content of Refractory Materials, 

Tests for 325 

C 18-45. Chemical Analysis of Refractory Materials 328 

Definitiom of: 

fC 71 - 46. Refractories, Terms Relating to 351 

C 108-46. Heat Transmission, Symbols for 353 

GLASS AND GLASS PRODUCTS 

Specifications for : 

. D 730 - 46 T. Loio and Medium Voltage Pin-Type Lime-Glass Insulators 
(Tentative) (see Part III- B), 

D 879 - 46 T. Communication and Signal Pin-Type Lime-Glass Insulators 
(Tentative) {see Part III-B). 

Methods of : 

C 146-43,.^ 'y; '/VChemical Analysis of Glass Sand. .... y.v, ' 356' 


t A tentative revision” of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. 

For Contents in Numeric Sequence, see p. xxvii. 
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Methods of: ■ page 

C 169—43. Cliemical Analysis of Soda»Lime Glass. . .... . . . ........... 362 

G 158 - 43. Flexure Testing of Glass (Determination of Modulus of Rup- 
ture) 382 

C 147 - 43* Hydrostatic Pressure Test on Glass Gontainers . 385 

C 148 - 43. Polariscopic Examination of Glass Containers, 389 

C 149-43. Thermal Shock Test on Glass Containers. 392 

B 468- 46. Pin-Type, Lime-Glass Insulators, Testing of (see Part III-B). 

D 550-44. Glass Spool Insulators, Testing of (see Part III-B). 

B 5T8 -46 T. Glass Yarn, Tests and Tolerances for {Tentatm) {see Part 

III-B). 

D 579 - 44. Glass Fabrics, Woven, Tests and Tolerances for (see Part 
III-B). 

D 580-44. Glass Tapes, Woven, Tests and Tolerances for (see Part 
III-B). 

D 581- 44, Glass Tubular Sleeving and Braids, Woven, Tests and Toler- 
ances for (see Part III-B). 

Definition 

CI62-45 T. Glass, Term {Tentails)e). .................... f. { 

PIPE AND DRAIN TILE 

Specifications for: 

*C 4- 24. Drain Tile. 395 

C 13-44 T. Clay Sewer Pipe, Standard Strength ( Tentatm) 1 384 

C 200- 44 T. Clay Pipe, Extra Strength {Tentathe) — 1392 

C 14-41. Concrete Sewer Pipe. 410 

C 75-41. Reinforced Concrete Sewer Pipe. 41,8 

C 76-41. Reinforced Concrete Culvert Pipe. 428 

C 118 - 39, Concrete Irrigation Pipe 439 

'ecommended Practice for: . 

C 12 - 19. Laying Sewer Pipe. 44S 

CONCRETE AND CONCRETE AGGREGATES 
Aggregates 

Specifications for: 

C 33 -46. Concrete Aggregates 447 

C 130 - 42. Lightweight Aggregates for Concrete 452 

C 144 - 44. Aggregate for Masonry Mortar. 238 

D 448 -42 T. Standard Sizes of Coarse Aggregate for Highway Construction 

{Tentative) 1426 

11 - 39. Sieves for Testing Purposes. 1237 

Methods of: 

C 131-46. Abrasion of Coarse Aggregate by Use of the Los Angeles Ma- 
chine, Test for , . , . 455 

D 289 -46. Abrasion of Graded Coarse Aggregate by Use of the Deval 

Machine, Test for. 537 

D 2 - 33. Abrasion of Rock by Use of the Deval Machine, Test for. . ... 540 

'*'C 117-37. Amount of Material Finer than No. 200 Sieve in Aggregates, 

Test for... 458 

C 142-39. Clay Lumps in Aggregates, Test for 460 

C 123 - 44. Coal and Li^ite in Sand, Test for 462 

C 87-46. Mortar-Making Properties of Fine Aggregate, Measuring of. . 464 

C 40 - 33. Organic Impurities in Sands for Concrete, Test for. 466 

D 75-46 T. Sampling Stone, Slag, Gravel, Sand, and Stone Block for Use 

^ as Highway Materials {Tentative) 1437 

’*€ 136- 46. Sieve Analysis of Fine and Coarse Aggregates, Test for 467 

C 88-46 T.' Soundness of Aggregates hy Use of Sodium Sulfate or 'Mag- 
nesium Sulfate, Test for {Tentative). 1400 


♦ Approved as American Standard by the American Standards Association. 

. . For Contents in Numeric Sequence, see p. xxvii. 
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Methods of:- ■ page 

*^*0 127 -42, Specific Gravity and Absorption of Coarse Aggregate, Test 

for...,..,.:.... ■■ • 470 

*C 128 - 42. Specific Gravity and Absorption of Fine Aggregate, Test for . . . 472 

C 70-44 T, Surface Moisture in Fine Aggregate, Test for (Tentative ). . . . ... 1406 

C 29- 42. Unit Weight of Aggregate, Test for 474 

*C 30-37. Voids in Aggregate for Concrete, Test for 476 

Definitions of : 

C 58 - 28. Sand, Term. . . 477 

• C 58-28 T. Aggregate, Term (Tentative)^ 1408 

C 125 -46 T. Concrete and Concrete Aggregates, Terms Relating to (Tenta- 
tive) 1409 

E 13 - 42. Screen (Sieve), Term 1258 

E 12 - 27. Specific Gravity, Terms Relating to 1259 


Concrete 

•(See also Concrete Masonry Units; Pipe and Drain Tile) 
Specifications for: 


C 94 - 44. Ready-Mixed Concrete. 478 

Methods of: 

C 138-44. Air Content (Gravimetric), Weight per Cubic Foot, and 

Yield of Concrete, Test for. 513 

C 173-42 T. Air Content (Vokimetric) of Freshly Mixed Concrete, Test for 

(Tentative) 1411 

C 116-44. Compressive Strength of Concrete Using Portions of Beams 

Broken in Flexure (Modified Cube Method), Test for 485 

C 39-44. Compressive Strength of Molded Concrete Cylinders, Test 

; for 487 

C 31-44. Concrete Compression and Flexure Test Specimens, Making 

and Curing in the Field 489 

C 192 - 44 T. Concrete Compression and Flexure Test Specimens, Making 

and Curing in the Laboratory (Tentative). 1415 

*tE 119 - 41. Fire Tests of Building Construction and Materials 1203 

C 78-44. Flexural Strength of Concrete (Using Simple Beam with 

Third-Point Loading), Test for 493 

C 124-39. Flow of Portland-Cement Concrete by Use of the Flow Table, 

Test for 496 

C 42-44. Hardened Concrete, Securing, Preparing, and Testing Speci- 
mens from, for Compressive and Flexural Strengths 499 

C 85-42. Hardened Portland-Cement Concrete, Cement Content of, 

Test for 502 

C 1 74 - 44, .Measuring Length of Drilled Concrete Cores. 504 

C 172-44. Sampling Fresh Concrete 506 

C 143 - 39. Slump Test for Consistency of Portland-Cement Concrete. . . . 507 

C 157 -43. Volume Change of Cement Mortar and Concrete, Test for.. . . 509 

C 138-44. Weight per Cubic Foot, Yield, and Air Content (Gravimetric) 

of Concrete, Test for 513 

Definitions of: 

CJ25-46 T. Concrete and Concrete Aggregates, Terms Relating to (Tenta- 
tive) 1409 

Concrete Curing Materials 
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Methods of: 

B 555 - 41. Brying Oils, Testing of 1027 

B 564- 43. Liquid Driers, Testing of 1035 

B 479 - 40. Reactivity of Paint Liquids, Test for 1041 

D 233 - 44 T. Turpentine, Sampling and Testing of ( Tentative) 1559 

*B 86-46. Distillation of Gasoline, Naphtha, Kerosine, and Similar 

Petroleum Products, Test for 1095 

*D 56- 36. Flash Point by Means of the Tag Closed Tester, Test for 1101 


'*‘D 287 - 39. Gravity of Petroleum and Petroleum Products by Means of the 
Hydrometer, Test for (see Part III- A). 


Shellac, Varnish, Varnish Materials 

Specifications for: 

D 207-35. Shellac, Dry Bleached. 1043 

D 237 - 43 T. Shellac, Orange, and Other Lacs (TetUaim ) . . .... . . . .... . ... .1565 

D 784 - 44 T, Shellac, Orange, and Other Indian Lacs for Electrical I nsula- 

tion (Tentative) 1566 


* Approved as American Standard by the American Standards Association,. 

t A “ tentative revision’* of this standard appears in the Tentative Revisions of Standards section at the 
■back of this hook, see p. 1699. ■ ' 

For Contents in Numeric Sequence, see p> xxvii. 
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Contents 


Spcifications for: PAGE. 

D 360 - 41. ' Shellac Varnishes 1044 

C 47- 27. Hydrated Lime for Varnish Manufacture. ......... . . .... ... 101 

Methods of : ■ "■ 

D'563- 45 T. Alhyd Resins and Resin Solutions, Test for PMMlic Anh^ 

Content of {Tentative) ^ 1567 

D 479 - 40. Reactivity of Paint Liquids, Test for 1041 

D 29- 40. Shellac, Sampling and Analysis of. 1046 

D 29-41 T. Color of Orange Shellac, Test for {Tentative)^ 1569 

D 154 - 43. Varnishes, Oleoresinous, Testing of. 1060 


J)J1S~46T, Varnishes Used for Electrical Insulation, Testing of (Tentative), 
{see Fart III^B). 


Definitions of: 

D 16-46. Paint. Varnish, Lacquer, and Related Products, Terms Relat- 
ing to 1167 

Lacquer and Lacquer Materials 

Specifications for: 

D 329- 33. Acetone. ; 1066 

D 319-40. Amyl Alcohol (Synthetic) 1067 

D 318- 39. Amyl Acetate (Synthetic) (85 to 88 per cent Grade) ......... 1068 

D 554- 39. Amyl Acetate Made from Fusel Oil (85 to 88 per cent Grade) . . 1069 

D 361 - 36, Benzene, Industrial 90, for Use in Paint, Varnish, Lacquer, 

and Related Products’ 1070 

D 304- 45. Butanol (Normal Butyl Alcohol) 1071 

D 303 - 40. Butyl Acetate, Normal (88 to 92 per cent Grade) 1072 

D 320 - 40. Butyl Propionate (90 to 93 per cent Grade) 1073 

D 608 - 43. Dibutylphthalate. 1074 

D 302 - 33. Ethyl Acetate (85 to 88 per cent Grade) 1075 

D 321 - 40. Ethyl Lactate (Synthetic) 1076 

D 331 - 35. Ethylene Glycol Monoethyl Ether 1077 

D 343 -35. Ethylene Glycol Monoethyl Ether, Acetate Ester of (95 to 

96 per cent Grade) 1078 

D 330-35. Ethylene Glycol Monobutyl Ether. 1079 

D 657 - 44. Isopropyl Acetate 1080 

D 770 - 46. Isopropyl Alcohol 108! 

D 740 - 46. Methyl Ethyl Ketone 1082 

D 362 - 36. Toluene, Industrial Grade, for Use in Paint, Varnish, Lacquer, 

and Related Products 1083 

D 363 - 46. Tricresyl Phosphate. 1084 

D 364 - 36. Xylene or Solvent Naphtha, Industrial Grade, for Use in Paint, 

Varnish, Lacquer, and Related Products . 1085 

tD 301-33. Nitrocellulose, Soluble • • 1086 

Methods of: 

D 658 -44. Abrasion Resistance of Coatings of Paint, Varnish, Lacquer, 
and Related Products with the Air Blast Abrasion Tester, 

Test for 1133 

D 87 1-46 r. Cellulose Acetate, Testing of {Tentative) 1S72 

86-46. Distillation of Gasoline, Naphtha, Kerosine, and Similar 

Petroleum Products, Test for 1095 

56-36. Flash Point by Means of the Tag Closed Tester, Test for.. . . 1101 

D 268 ■ 46. Lacquer Solvents and Diluents, Sampling and Testing of. ... . 1105 

D 268 46 T. Ester Value of Tricresyl Phosphate Test for {Tentative)^ 1575 

D 333 -40. Nitrocellulose Clear Lacquers and Lacquer Enamels, Testing 

of...,.. .. .-....'.....................,:...... . 1117 

D 365 - 39. Nitrocellulose Base Solutions, Soluble, Testing of. . . . . .... . , . 1120 


* Approved as American Standard by the American Standards Association. 

t A “ tentative revision” of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. ' 

® This is in eSect a tentative revision of, and, when adopted, is to be added to Standard Methods 
D29~40. _ 

® This is in effect a tentative revision of, and, when adopted, is to be added to Standard Methods 
D 268-46. 

For Contents in Numeric Sequence, see p* xxvii. 
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Methods of: , page 

ID 479-40. Paint Liquids, Reactivity of, Test for. . . .... . . . . . . . . ....... 1041 

D 609 - 46 T. Preparation of Steel Panels for Testing Paint, Varnish^ Lac- 
quer, and Related Products {Tentative) ... . . . . . . ... . ... . . . ■ 1601 

D 522 - 41. Elongation of Attached Lacquer Coatings with the Conical 

Mandrel Test Apparatus, Test for. ...... . . ........... ... 1124 

Definitions of: 

D 16-46. Paint, Varnish, Lacquer, and Related Products, Terms Re- 

: dating: to.,. . . . - 1167 

: TrafficPaint ■ 

Methods of: 

■ DS21- 45 r. Abrasion, Erosion, or a Combination of Both, in Road Service 

Tests, Evaluating Degree of Resistance of Traffic Paint to 
{Tentative)..............,........ 1577 

■ y D 868 - 46 T. Bleeding, Evaluating Degree of Resistance of Traffic Paint to 

y , .'.I,". ;1581 

D 711 - 46 T. Dry to No-Pick- Up Time of Traffic Paint, Test for {Tenta- 
tive)......... .,...1583 

D 712 - 46. Light Sensitivity of Traffic Paint, Test for. ............... . . 1129 

D 713 - 46. Road Service Tests on Traffic Paint, Conducting of . . . . . . . . . . 1 131 

D 869 -46 T. Settling of Traffic Paint, Evaluating Degree of {Tentative) ..... . 1585 


Paint Tests, General 

Methods of : 


D 658 - 44. Abrasion Resistance of Coatings of Paint, Varnish, Lacquer, 
and Related Products with the Air Blast Abrasion Tester, 

Test for 1133 

D 215 - 41. Chemical Analysis of White Linseed Oil Paints 1137 

185 - 45. Coarse Particles in Pigments, Pastes, and Paints, Test for. . . . 988 

tD562-44. Consistency of Exterior House Paints and Enamel-Type 

Paints, Test for 1154 

D 344 - 39. Hiding Power, Relative Dry, of Paints, Test for 1156 

D 479 - 40. Reactivity of Paint Liquids, Test for. 1041 

D 307 -44. Spectral Characteristics and Color of Objects and Materials, 

Test for. 1159 

D 523 - 44 y. Specular Gloss of Paint Finishes, Test for { Tentative ) . . ....... 1587 

D 771 -44. T, Daylight 45 Degree, 0 Degree Apparent Reflectance of Paint 

Finishes, Test for (^Tentative) 1592 

Definitions of: 

D 16-46. Paint, Varnish, Lacquer, and Related Products, Terms Re- 

, lating to. , 1167 

E 13-42. Screen, (Sieve), Term. 1258 

E 12-27. Specific Gravity, Terms Relating to. ....................... 1259 

Paint Weathering Tests 

Specifications for: 

D 358- 44 T. Wood to he Used as Panels in Weathering Tests of Paints and 

Varnishes {Tentative). .1594 


Methods of: 

D 714-45. Blistering, Evaluating Degree of Resistance to, of Coatings 
of Paint, Varnish, Lacquer, and Related Products on Metal 
when Subjected to Immersion or Other Tests Involving 

Exposure to Moisture or Liquids. 1171 

D 659 -44. Chalking, Evaluating Degree of Resistance to, of Exterior 

' , .Paints of the Linseed-Oil Type... . '1175; 


* Approved as Americati Standard hy the American Standards Association. 

t A “tentative revision” of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. 

For Gontents in Humeric Sequence, see p. xxvii, ^ ^ ^ ^ ^ ^ ^ 
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Contents 


' Methods of:. page 

, D 660--,44. . Checking, Evaluating. Degree o.! Resistance to, of Exterior 

Paints of the Linseed-Oil Type — 1177 
0 661- 44. Cracking, Evaluating Degree of Resistance to, of Exterior 

Paints of the Linseed-Oil Type — 1180 

D 662 -44. Erosion, Evaluating Degree of Resistance to, of Exterior 

Paints of the Linseed-Oil Type 1183 

D772-44 T. Flaking (Scaling), Emluatmg Degree of Reshiance io, of 

Exterior Paints of the Linseed-Oil Type (Tentatm) 1597 

D 610-43. Rusting, Evaluating Degree of Resistance to, Obtained with 

Paint on Iron or Steel Surfaces 1186 

D 609 -46 T. Preparation of Steel Panels for Testing Paint, Varnishy Lacquer, 

and Related Products {Tentative). , . 1601 

DS23 - 45 T. Producing Films of Uniform Thickness of Paint, Varnish, 

Lacqtter, and Related Products on Test Panels (Tentative) ... . 1603 
D 870-46 T. Protective Properties of Coatings of Paint, Varnish, Lacquer, 
and Related Products on Steel Surfaces When Subjected to 

Immersion, Test for Changes in (Tentaiivey^ 1611 

B 1X7-44 T. Salt Spray (Fog) Testing (Tentative) (see Part PB, p. 773). 

Recommended Practices for: 

E 42-42T. Carbon Arc Accelerated Weathering Unit, Characteristics of 

(T entative) 1684 

D 822 -46 T. Operating Light and Water Exposure Apparatus (Carbon- Arc 
Type) for Testing Paint, Varnish, Lacquer, and Related 
Products (Tentative) 1614 

Definitions of: 

E 41-42 T, Conditioning and Weathering, Terms with Procedures Relating 

to (Tentative) 1694 

Putty 

Specifications for: 

D 317 - 33. Putty, Pure Linseed Oil, for Glazing 1192 

NAVAL STORES 
Rosin 

Methods of: 

D 509-45. Sampling and Grading of Rosin. 1194 

D 465 - 42. Acid Number of Rosin, Test for 1199 

D 465 - 45 T. Acid Number of Dark Rosin, Test for (Tentativef^ 1617 

D 464 - 42. Saponification Number of Rosin, Test for 1200 

E 28-42 T. Softening Point (Ball and Shouldered Ring Apparatus), Test 

for ( Tentative) 1679 

269-30. Toluene Insoluble Solid Matter in Rosin (Cliiefly Sand, Chips, 

Dirt, and Bark), Test for, 1202 

D 889 - 46 T. Volatile Oil in Rosin, Test for (Tentative) 1619 

Liquid Naval Stores 

Specifications for: 

13-34. Spirits of Turpentine 1023 

Methods of: 

D 801 ~ 46 T. Dipentefie, Sampling and Testing of (Tentative) .......... 1622 


w Ihis method was formerly published as Emergency Method ES - 35. 

This is in effect a tentative revision of, and, when adopted, is to be added 
D 465 “42. 

For Contents in Numeric Sequence, see p. xxvii. 
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Methods of: page 

*D 86 “46. Distillation of Gasoline, Naphtha, Kerosine, and Similar 

Petroleum Products, Test for 1095 

*D 56-36. Flash Point by Means of the Tag Closed Tester, Test for. ... . 1101 

D 890 - 46 T. Liquid Naval Stores, Test for Water in {Tentative) . 1626 

D 802- 46 r. Fine Oil, Sampling and Testing ( Tentative ) .................. 1629 

D856 - 46 T. Pine ^Tars and Pine-Tar Oils, Sampling and Testing (Tenta- 
tive) 1633 

D 803 - 44 T. Tall Oil, Testing of (Tentative) 1640 

D 233- 44 r. Turpentine, Sampling and Testing {Tentative ) . ........ .... . . 1559 


General 

Definitions of: 

D 804-46 T, Naval Stores and Related Products, Terms Relating to (Ten- 
tative) 1648 

INDUSTRIAL AROMATIC HYDROCARBONS 

Specifications and methods of test for industrial aromatic hydrocarbons are published in 
Part III-A of the Book of A.S.T.M. Standards. 

PLASTICS 

Specifications and methods of test for plastics are published in Part III-B of the Book of 
A.S.T.M. Standards. 

FIRE TESTS 

Specifications for: 

D 626-41 T. Pire-Retardant Properties of Treated Textile Fabrics (Tentative) 

(see Part III-A). 

Methods of : 


C 19, (Fire Tests of Building Construction and Materials) Redesig- 

nated E 119. 

*fE 119 - 41. Building Construction and Materials, Fire Tests of 1203 

C 152. (Fire Tests of Door Assemblies) Redesignated E 152. 

E 152 - 41. Door Assemblies, Fire Tests of 1210 

C 160. (Fire-Retardant Properties of Wood) Redesignated E 160. 

E 160 ~ 46. Treated Wood, Combustible Properties of by the Crib Test 

Method, Test for 1215 

E 69-46 T. Treated Wood, Co^nbustihle Properties of by the Fire-Tube 

Method, Test for (Tentative). 1652 

D 568 - 43. Plastics 0.050 in. and Under in Thickness, Test for Flam- 
mability of (see Part III-B). 


D 635 - 44. Plastics Over 0.050 in. in Thickness, Test for Flammability of 
(see Part III-B). 

THERMOMETERS 


Specifications for: 

E 1 - 46. xV.S.T.M. Thermometers. . 1220 

« E 1-46T. A.S.T.M. Thermometers (Teniativdf^ 1657 

GENERAL TESTING METHODS 

Specifications for: 

*E 11™ 39. Sieves for Testing Purposes (Wire Cloth Sieves, Round-Hole 

and Sciuare-Hole Screens or Sieves) 1237 


Approved as American Standard by the American Standards Association, 
t A “tentative revision" of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p, 1699. 

This is in effect a tentative revision of, and, when adopted, is to be added to Standard Specifications 
E 1-46.. ■ 
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Methods of : . page 

E: ' 20- 33 T. Fartick Size Distnbution of Subsieve Size FaHictikUe Substances, 

Test for {Tentative) ^ - ^ 1668 

E 70 - 46 T, pE of Aqueous Solutions, Determination of mith ■ the Glass 

Electrode {Tentative) ........................ . 1673 

E 28 - 42 T. Softening Point ( Ball and Shouldered Ring A p par at us ) , Test for 

{Tentative) ....^..................1679 

E 4 - 36. Verification of Testing Machines 1244 

Recommended Practices for: 

E 42-42 T. Carbon Arc Accelerated Weathering Unit, Characteristics .of,,. 

{Tentative) ,,..........,..,,1684 

. . .E 29 - 40 T. Designation of Numerical Requirements in Standards {Ten- 
tative) • • ..... 1686 

Definitions of: 

E 41-42 T, Conditioning and Weathering, Terms with Procedures Relating 

to {Tentative) 1694 

E 6~ 36. Methods of Testing, Terms Relating to. 1253 

E 13-42. Screen (Sieve), Term. 1258 

E 12-27. Specific Gravity, Terms Relating to. 1259 

E 24 - 42. Rheological Properties of Matter, Terms Relating to . ....... 1261 


TENTATIVES 

Table of Contents of A.S.T.M. Tentatives Relating to Nonmetallic Materials — 
Constructional green insert opposite 1262 

TENTATIVE REVISIONS OF STANDARDS 

Table of Contents of Tentative Revisions of A.S.T.M. Standards Relating to 

Nonmetallic Materials — Constructional. 1699 

EMERGENCY STANDARDS AND EMERGENCY ALTERNATE PROVISIONS 

The Emergency Standards Procedure was discontinued by the Society in 1946. Ac- 
cordingly the Emergency Standards have either been issued as tentatives or discontinued, 
and in the former case appropriate reference is made in explanatory footnotes appearing 
elsewhere in these Contents, A number of the Emergency Alternate Provisions have 
resulted in revisions in the standards and tentatives, while others have been discontinued. 


Index..... 1719 


INSERT PLATE 

Plate I. Colors of Treated Sands with Suggested Ranges of Application. . . .opposite 466 
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A.S.T.M. Standards and Tentatives Relating to 
Nonmetallic Materials — Constructional 


This list in numeric sequence includes only those standards and tentatives 
appearing in this book. For a complete list in numeric sequence of all 
standards and tentatives issued by the Society, see the current edition of the 
combined Index to A.S.T.M. Standards which is published separately and 
furnished with this volume. The list in the combined index will be par- 
ticularly helpful after the appearance of the 1947 and 1948 Supplements, 
since it will contain references to the new and revised standards and tenta- 
tives appearing in the 1947 and 1948 Supplements as well as to those current 
standards and tentatives appearing in this book. 

PAGE 


C 4- 24. Spec, for Drain Tile 395 

C 5-26. Spec, for Quicklime for Structural Purposes. 90 

C 6 - 46 T. Spec, for Normal Finishing Hydrated Lime (Tentative) 1304 

C 7"-42. Spec, for Paving Brick. 174 

C 10-37. Spec, for Natural Cement . 5 

C 11-41. Def. of Terms Relating to Gypsum 163 

C 11-41 T. Def. of Terms Relating to Gypsum (Tentative) L . . 1320 

C 12- 19. Rec. Practice for Laying Sewer Pipe 445 

C 13 - 44 T, Spec, for Standard Strength Clay Sewer Pipe (Tentative) 1384 

C 14-41. Spec, for Concrete Sewer Pipe 410 

C 16-41. Method of Testing Fireclay Refractories Under Load at High 

Temperatures 279 

C 18-45. Methods of Chemical Analysis of Refractory Materials 328 

C 19. Redesignated E 119. 

C 20-46. Methods of Test for Apparent Porosity, Water Absorption, Ap- 
parent Specific Gravity, and Bulk Density of Burned Refractory 

Brick. . 320 

*C 22-41. Spec, for Gypsum 127 

C 24-46. Method of Test for Pyrometric Cone Equivalent (P.C.E.) of 

Refractory Materials 308 

fC 25-44. Methods of Chemical Analysis of Limestone, Quicklime, and Hy- 
drated Lime — .... 114 

*tC 26-42. Methods of Testing Gypsum and Gypsum Products. 149 

C 27 - 41. Classification of Fireclay Refractories. 277 

*C 28 - 40. Spec, for Gypsum Plasters. .......... 129 

C 29 - 42. Method of Test for Unit Weight of Aggregate ............... 474 

*G 30 - 37. Method of Test for Voids in Aggregate for Concrete 476 

C 31- 44. Method of Making and Curing Concrete Compression and Flexure 

Test Specimens in the Field. 489 

C 32 - 42. Spec, for Sewer Brick (Made from Clay or Shale) 181 

C 33 - 46. Spec, for Concrete Aggregates. 447 

'^fC 34- 41. Spec, for Structural Clay Load-Bearing Wall Tile 192 

C 35 - 39. Spec, for Sand for Use in Plaster 108 

*C 36-42. Spec, for Gypsum Wall Board. 140 

*C 37 - 42. Spec, for Gypsum Lath. 142 


* Approved as American Standard by the American Standards Association. 

t A ‘^tentative revision” of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. 

1 This is in effect a tentative revision of, and, when adopted, is to be added to Standard Definitions C 11 - 
,41. • 
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■ tC , '38-' 45. Method of Panel Test ■ for Resistance to Thermal and Striictural v 

Spalling of Refractory Brick. . ............................ 284 

C '39-'.44., Method of. Test for Compressive Strength of Molded Concrete , 

Cylinders. , 487 

C 40- 33. Method of Test for Organic Impurities in Sands for Concrete . . . . 466 

C 42-44. Methods of Securing, Preparing, and Testing Specimens from 

tlardened Concrete for Compressive and Flexural Strengths. . . 499 

C 43 - 46 T. Dei of Terms Relating to Structural Clay Tile (Tentative) . . , . . 1336 

C is - 25. Spec, for Quicklime and Plydrated Lime for Cooking of Rags in 

Paper Manufacture 97 

C 46-27. Spec, for Quicklime for Sulfite Pulp Manufacture.............. 99 

C 47 - 21 . Spec, for Hydrated Lime for Varnish Manufacture . ...... . . . . . . 101 

C 48-24. Spec, for Quicklime and Hydrated Lime for Use in the Textile 

Industry. 103 

C 49 - 42. Spec, for Quicklime and Hydrated Lime for Silica Brick Manu- 
facture. . . . 105 

C 50 - 27. Methods of Sampling, Inspection, Packing, and Marking of Quick- 
lime and Lime Products. 110 

C 51-44. Def. of Terms Relating to Lime 126 

C 51 ” 44 T. Def. of Terms Relating to Lime (Tentative)^ 1319 

C 52 - 41. Spec, for Gypsum Partition Tile or Block 146 

C 53 - 39. Spec, for Quicklime and Hydrated Lime for W ater Treatment .... 106 

*C 55-37, Spec, for Concrete Building Brick . 165 

*tC 56-41. Spec, for Structural Clay Non-Load-Bearing Tile 195 

*jC 57 - 39. Spec, for Structural Clay Floor Tile 198 

C 58-28. Def. of the Term Sand 477 

C 58-28 T. Def. of the Term Aggregate (Tentative)® 1408 

*C 59-40. Spec, for Gypsum Molding Plaster 132 

*C 60-40. Spec, for Gypsum Pottery Plaster 134 

**'C 61 - 40. Spec, for Keene’s Cement 136 

fC 62-44. Spec, for Building Brick (Made from Clay or Shale) . 167 

fC 63 - 41 . Spec, for Refractories for Malleable Iron F urnaces with Removal>le 

Bungs and for Annealing Ovens 272 

fC 64- 41. Spec, for Refractories for Heavy Duty Stationary Boiler Service . . 261 

*tC 67 - 4^1, Methods of Sampling and Testing Brick 183 

C 70 - 44 T. Method of Test for Surface Moisture in Fine Aggregate (Tenta- 

tative) — 1406 

fC 71 - 46. Def, of Terms Relating to Refractories 351 

"^fC 72-40. Spec, for Calcined Gypsum for Dental Plasters 138 

'■^fC 73-39. Spec, for Sand-Lime Building Brick 172 

C 75-41. Spec, for Reinforced Concrete Sewer Pipe 418 

C 76- 41. Spec, for Reinforced Concrete Culvert Pipe 428 

C 78-44. Method of Test for Flexural Strength of Concrete (Using Simple 

Beam with Third-Point Loading) 493 

*C 79-42. Spec, for G^q^sum Sheathing Board 144 

C 85 - 42. Method of Test for Cement Content of Hardened Portland-Ce- 

ment Concrete 502 

C 87-46. Method of Test for Measuring Mortar-Making Properties of Fine 

Aggregate...................... .....464 

G 88-46T. Method of Test for Soundness of Aggregates by Use of Sodium 

Sulfate or Magnesium Sulfate (Tentative) 1400 

*C 90 - 44. Spec, for Hollow Load-Bearing Goncrete Masonry Units. ....... 205 

C 91-40. Spec, for Masonry Cement. 7 

G 91 - 44 T, Spec, for Masonry Cement (Tentative)^. 1269 

G 92 - 46. Methods of Test for Sieve Analysis and W ater Content of Refrac- 
tory Materials. ....................... . 325 

G 93 - 46. Methods of Test for Crushing Strength and Modulus of Rupture 

of Insulating Fire Brick at Room Temperature .............. 302 


Approved as Ainericaii. Standard by the American Standards Association, 
t A ‘Hentative revision” of this standard appears in the Tentative Revisions of Standards section at the 
back of this book, see p. 1699. 

2Xhis is in effect a tentative revision of, and, when adopted, is to be added to Standard Definitions 
'■'€•51-44. • 

3 This is in effect a tentative revision of, and, when adopted, is to be added to Standard Definitions 

•■■C'S8-'28."",' 

4 This is in effect a tentative revision of, and, when adopted, is to replace Standard Specifications 
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C, 94-^44. : ■ Spec, for Ready-Mixed Concrete. ... . . . ... . . , ..... . . ... 478, 

G 97 ~ 36. Methods of Test for Absorption and Apparent Specific Gravity of 

Natural Building Stone. ...... ...... . , . 216 

C 99 - 36. Method of Flexure Testing of Natural Building Stone (Determina- 
tion of Modulus of Rupture) ............................. . 221 

C 100 *"36. Method of Test for Modulus of Elasticity of Natural Building 

■ Stone ^ . ' ,223; 

C 102 - 36. Method of Shear Testing of Natural Building Stone 227 

fC 105 - 41. Spec, for Ground Fire Clay as a Mortar for Laying-Up Fireclay 

Brick............. ,275 

fC 106 - 41. Spec, for Refractories for Incinerators. 269 

fC 107- 45. Method of Panel Test for Resistance to Thermal and Structural 

Spalling of High Pleat Duty Fireclay Brick . 291 

C 108 - 46 Symbols for Heat Transmission 353 

fC 109 - 44. Method of Test for Compressive Strength of Hydraulic- Cement 

Mortars 52 

C 110- 45 T. Methods of Physical Testing of Quicklime and Hydrated Lime 

(Tentative),...... 1310 

cm - 36. Spec, for Sodium Silicate for Curing Concrete. ... . . . . . . 516 

*tC 112 - 36. Methods of Sampling and Testing Structural Clay Tile 201 

C 113 - 46. Method of Test for Permanent Linear Change After Reheating of 

Refractories. 312 

C 1 14 - 46. Methods of Chemical Analysis of Portland Cement 17 

C 114 - 46 T. Methods of Chemical Analysis of Portland Cement (Tentative)® . . 1282 

C 115-42. Method of Test for Fineness of Portland Cement by the Tur- 
bidimeter 62 

C 116-44. Method of Test for Compressive Strength of Concrete Using 

Portions of Beams Broken in Flexure (Modified Cube Method) . 485 

*C 117 - 37. Method of Test for Amount of Material Finer than No. 200 Sieve 

in Aggregates. 458 

C 118 - 39. Spec, for Concrete Irrigation Pipe 439 

. C 119 - 27. Def. of the Term Slate 237 

C 120-31. Methods of Flexure Testing of Slate (Modulus of Rupture, 

Modulus of ElasticitjO 232 

C 121 - 31. Method of Test for Water Absorption of Slate 235 

fC 122 - 45. Method of Panel Test for Resistance to Thermal and Structural 

Spalling of Super Duty Fireclay Brick. 293 

C 123 - 44. Method of Test for Coal and Lignite in Sand. ................. 462 

C 124 - 39, Method of Test for Flow of Portland-Cement Concrete by Use of 

the Flow Table 496 

C 125- 46 T. Def. of Terms Relating to Concrete and Concrete Aggregates 

(Tentative) 1409 

C 126 - 44 T. Spec, for Glazed Masonry Units (Tentative) 1328 

*C 127 - 42. Method of Test for Specific Gravity and Absorption of Coarse 

Aggregate ., 470 

*C128-42. Method of Test for Specific Gravity and Absorption of Fine 

Aggregate 472 

*C 129-39. Spec, for Hollow Non-Load-Bearing Concrete Masonry Units. . . . 207 

C 130 - 42. Spec, for Lightweight Aggregates for Concrete. 452 

C 131 - 46. Method of Test for Abrasion of Coarse x4.ggregate by Use of the 

Los Angeles Machine. ; 455 

C 133 -39. Methods of Test for Cold Crushing Strength and Modulus of 

Rupture of Refractory Brick and Shapes. 314 

C 134 - 41. Methods of Test for Size and Bulk Density of Refractory Brick. . 317 
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Standard Specifications for 


PORTLAND CEMENTi 



A.S.T.M. Designation: C 150-46 

Adopted, 1941; Revised, 1942, 1944, 1946.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 150; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope Basis of Purchase 


1. These specifications cover five 
types of Portland cement, as follows: 

Type I , — For use in general concrete 
construction when the special properties 
specified for types II, III, IV, and V are 
not required. 

Type II . — For use in general concrete 
construction exposed to moderate sulfate 
action, or where moderate heat of hydra- 
tion is required. 

Type III . — For use when high early 
strength is required. 

Type IV . — For use when a low heat 
of hydration is required (Note). 

Type F.-^For use when high sulfate 
resistance is required (Note). 

Note.— Attention is called to the fact that 
cements conforming to the requirements for 
type I¥ and type V are not usually carried in 
stock. In advance of specifying their use, pur- 
chasers or their representatives should deter- 
mine whether these types of cement are, or can 
be made available. 

1 Under the standardization procedure of the Society, 
these specihcations are under the jurisdiction of the 
A. S.T.M, Committee C-1 .on, Cement. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1940 to 1941, being re- 
vised in 1941. 

These specifications replace the former Standard Speci- 
fications for Portland Cement (C 9 “ 38), and High-Early- 
Strength Portland Cement (C 74 - 39), which were accord- 
ingly discontinued in September, 1941 


2. The purchaser should specify the 
type or types desired. When no type is 
specified, the requirements of type I 
shall govern. 

Definition 

3. For the purpose of these specifica- 
tions, Portland cement is the product 
obtained by pulverizing clinker consist- 
ing essentially of hydraulic calcium sili- 
cates, to which no additions have been 
made subsequent to calcination other 
than water and/or untreated calcium 
sulfate, except that additions not to ex- 
ceed 1.0 per cent of other materials may 
be interground with the clinker at the 
option of the manufacturer, provided 
such materials in the amounts indicated 
have been shown to be not harmful by 
tests carried out or reviewed by Com- 
mittee C-1 on Cement® (Note). 

Note.-— Tests to determine whether a pro- 
posed addition is not harmful will be carried out 
or reviewed by Committee C-1 on Cement, for 

.2 The committee has declared as not harmful the inclu- 
sion of the material known commercially as TDA (com- 
posed of triethanolamine and highly purified soluble cal- 
cium salts of modified lignin sulfonic acids), manufactured 
by the Dewey and A Imy Chemical Go., when added in an 
amount not exceeding 0.043 per cent by weight of the ce- 
ment, except that in type I U cement a maximum of 0.08 
per cent by weight may be used. 
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those making requests. In the year following 

tbat in wMch an addition has been declared not 
harmful by the Committeej the name of the ad- 
dition and the amount permitted shall appear 
as an addendum to Section 3 in a revision of the 
specifications. 

ClieiiQiical Reqiuirements 

4. Portland, cement of each of the five 
types shown in Section 1 shall conform 
to the respective chemical requirements 
prescribed in Table I. 


consist of 376 lb. net. , .All packages shall 
be in good condition; at the time of in- 
spection. 

Storage 

7. The cement shall be stored in such 
a manner as to permit easy access for 
proper inspection and , identification of 
each shipment, and in a suitable .weather- 
tight building that will protect the 


TABLE I.-CHEMICAL REQUIREMENTS. 



Type I 

Type II 

Type III 

TypeIV« 

Type V® 

Silicon dioxide (SiOa), min., per cent.. . 

Aluminum oxide (AbOs), max., per cent. 


21.0 

6.0 



24. 0> 

: 4.01 

Ferric oxide (FeaOa), max., per cent ... 


6.0 


■ 6.5, 

4.0' 

Magnesium oxide (MgO), max., per cent 

5.0 

5.0 

5.0 

5.0 

4.0' 

Sulfur trioxide (SO?), max., per cent., 

Loss on ignition, max., per cent 

2,0^ 

2.0 

2.5« 

2.0 

2.0 

3.0 

3.0 

3.0 

2.3 

3.0 

Insoluble residue, max., per cent 

0.75 

0. 75 

0.7S 

0.75 

0.75 

Ratio of AbOs to FeaOa. , 


0.7 to 2.0 



0.7 to 2.0’ 

Tricalcium silicate (3Ca0*Si02)," max., per cent 


SO , 


is ' 

Dicalcium silicate (2Ca0-Si02), min., per cent 




40 


Tricalcium aluminate (3Ca0-Ala03)," max., per cent ! 


s’ : 

. is’ 

7 

5 ‘ 


*^The maximuni limit for sulfur trioxide content of type I cement shall be 2.5 per cent when the tricalcium alumi- 
nate content is over 8 per cent. 

“ The maximum limit for sulfur trioxide content of type III cement shall be 3.0 per cent when the tricalcium alumi- 
nate content is over 8 per cent 

“ The expressing of chemical limitations by means of calculated assumed compounds does not necessarily mean that 
the oxides are actually or entirely present as such compounds. 

The percentages of tricalcium silicate, dicalcium silicate, and tricalcium aluminate shall be calculated from the chemi- 
cal analysis as follows: 

Tricalcium silicate =* 

(4.07 X per cent CaO) — (7.60 X per cent SiO») 

, - (6.72 X per cent AhOz) - (1.43 X per cent FesOs) - (2.85 X per cent SO») 

Dicalcium silicate = 

(2.87 X per cent SiO?) - (0,754 X per cent SCaO-SiOs) 

Tricalcium aluminate *= 

(2.65 X per cent AhOa) — (1.69 X per cent FeaOa) 

Oxide determinations calculated to the nearest 0.1 per cent shall be used in the calculations. Compound percentages 
shall be calculated to the nearest 0.1 per cent and reported lo the nearest 1 per cent. 


Physical Requirements minimize 

^ warehouse set. 

5. Portland cement of each of the five- 

types shown in Section 1 shall conform Inspection 

to the respective physical requirements 8. Every facility shall be provided 
prescribed in Table II. the purchaser for careful sampling and 

Packaging and Markins . inspection, either at the mill or at the 

6. When cement is delivered in pack- ®ite of the work, as may be specified by 
ages, the name and brand of the manu- the purchaser. The following periods 
facturer and the type under these sped- from time of sampling shall be allowed 
fications shall be plainly indicated there- for completion of testing: 

on, except that in the case of type I the l-day test 6 days 

type need not be indicated. Similar in- 3-day test 8 days 

formation shall be provided in the ship- w ••■... todays 

pmg advices accompanying the shipment ^ ^ 

of packaged or bulk cement. A bag I^ejection 

shall contain 94 lb. net. A barrel shall 9. (a) The cement may be rejected 
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if it fails to meet any of the requiremeM 
of these specifications. 

(&) Cement remaining in bulk storage 
at the mill, prior to shipment, for more 
than 6 months, or cement in bags in 
local storage in the hands of a vendor for 
more than 3 months, after completion of 


Methods of Testing 

10. The cement shall be sampled and 
the properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of the American Society fox Testing 
Materials: 


TABLE IL-PHYSICAL REQUIREMENTS. 



Type I 

Type II 

Type III 

TypelV« 

1 Type V® 

Fineness, specific surface, sq. cm. per g.: 

Average value, min 

Minimum value, any one sample ■ 

1600 

1500 

1700 
f 1600 


1800 

1700 

1800 

1700 

Soundness: _ 

Autoclave expansion, max., per cent. 

0.50 

■■■ 0.50 

0.50 

0,50 

0.50 

Time of setting (alternate inethods):^ 

Gillmore test; 

Initial set, min., not less than 

1 60 

60 

60 

1 60 

60 

Final set, hr., not more than 

I 10 

10 

10 

1 10 

10 

Vicat test:' 

' V 45 

45 

45 

45 

,.■ 45 

Final set, hr., not more than 

10 

10 

10 

10 

10 

Compressive strength, psi.:*^ 

The compressive strength of mortar cubes, composed of 1 part 
cement and 2.75 parts graded standard sand, by weight, pre- 
pared and tested in accordance with Method C 109, shall be 
equal to or higher than the values specified for the ages indi- 
cated below: 

1 day in moist air 



. 1250 



1 day in moist air, 2 days in water 

900 

750 

2500 



1 day in moist air, 6 days in water 

1800 

1500 


■800 

1000 

1 day in moist air, 27 days in water 

3000 

3000 

' c' 

2000 

2200 

Tensile strength, psi.:® 

The tensile strength of mortar briquets composed of 1 part 
cement and 3 parts standard sand, oy weight, prepared and 
tested in accordance with Method C 190, shall be equal to or 
higher than the values specified for the ages indicated below: 

1 day in moist air 


275 



1 day in moist air, 2 days in water 

1 day in moist air, 6 days in water 

- "iSO 

275 

'l25 

250 

' 375 

'iVs 

iVs 

1 day in moist air, 27 days in water ■ 

350 

325 

' ‘ c 

300 

300 





" See Note, Section 1. 

® The purchaser should specify the type of setting time test required. In case he does not so specify, the requirement 
of the Gillmore test only shall govern. 

The purchaser should specify the type of strength test required. In case he does not so specify, the requirements 
of the tensile strength test only shall govern. The strength at any age shall be higher than the strength at the next 
preceding age, Unless otherwise specified, the compressive and tensile strength tests for types I and II cement will 
be made only at 3 and 7 days. If, at the option of the purchaser, a 28-day test is required on type III 
cement, the strength at 28 days shall be higher than at 3 days. 


tests, may be retested before use and may 
be rejected if it fails to conform to any of 
the requirements of these specifications. 

(c) Packages varying more than 5 per 
cent from the specified weight may be 
rejected; and if the average weight of 
packages in any shipment, as shown by 
weighing 50 packages taken at random, is 
less than that specified, the entire ship- 
ment may be rejected. 


(a) Standard Methods of 
Sampling Hydraulic Cement (A.S.T.M. 
Designation: C 183).^ 

(b) Chemical Standard 

Methods of Chemical Analysis of Port- 
land Cement (A.S.T.M. Designation: 
C 114).4 

{c) Fineness , — Standard Method of 
Test for Fineness of Portland Cement by 

4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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the Turbidimeter (A.S,T.M. ^Designa- 
tion:, C 115)/' ... 

{d) A utoclau Standard 

Method of Test for Autoclave Expansion 
of Portland Cement (A.S.T.M. Desig- 
nation: C 151).^. 

{e) Time of Setting . — Standard Meth- 
ods of Test for Time of Setting of 
Hydraulic Cement by the Vicat or Gill- 


more Needles (A.S.T.M. Designation: 

C 191).^ 

■ ,(/) Compressive:, Strengtk—StmdMd 
Method of Test for Compressive 
Strength of Hydraulic-Cement Mortars 
(A.S.T.M. Desigmitioii: C ; 

(g) Tensile Standard 

'Method of Test for Tensile Strength of 
Hydraulic-Cement Mortars .(A.S.T.M. 
Designation: C 190).^ 



Standard Specifications for 
NATURAL CEMENTL 



A.S.T.M. Designation: C 10 - 37 
Adopted, 1904; Revised, 1908, 1909, 1937.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 10; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover natural 
cement. 

Definition 

2. Natural cement is the product ob- 
tained by finely pulverizing calcined 
argillaceous limestone, to which not to 
exceed 5 per cent of nondeleterious ma- 
terials may be added subsequent to 
calcination. The temperature of cal- 
cination shall be no higher than is neces- 
sary to drive off carbonic acid gas. 

Fineness 

3 . The residue on a standard No. 
200 (74:-micron) sieve shall not exceed 15 
per cent by weight.' 

Soundness 

4. A pat. of neat cement, about 3 in. 
in diameter, and 0.5 in. in thickness at 
the center and tapering to a thin edge, 
shall be kept in moist air for a period of 
48 hr.' The pat shall then be placed in 
an atmosphere ;of steam at a tempera- 
ture between 98 and 100 C. on a suit- 


,,1 Under the standardization procedure of the Society, 
these ..specifications are . under the .jurisdiction . of the 
A.S.T.M. Committee C-l on Cement. , . 

,. .3 Editorially, revised in 1939.',. ,.. , • 


able support 1 in. above boiling water 
for 5 hr. and shall show no signs of dis- 
tortion, cracking, checking, or disinte- 
gration upon removal from the steam 
chest. 

Time of Setting 

5. The cement shall not develop initial 
set in less than 10 min. when the Vicat 
needle is used or in less than 20 min. 
when the Gillmore needle is used. Final 
set shall be attained within 10 hr. 

Tensile Strength 

6. (a) The average, tensile strength of 
not less than three standard mortar 
briquets (see Section 11) composed of 
one part of cement and two parts of 
standard sand, by weight, shall be equal 
to or higher than the following: 

Age at Stobage or SraaMENS Tensiib 

Test, • Steengtp:, : 

DAYS ' PSi. 

7 1 day in moist air, 6 days in water. ... 75 

28 1 day in moist air, 27 days in water. , . ISO 

(6) The average tensile strength of 
standard mortar at 28 days shall be 
higher than the strength at 7 days. 

Packages and Marking 

7. The cement shall be delivered in 
packages as specified with the brand and 
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name , of ■ the : manufacturer plainly 
marked thereon j unless shipped in bulk. 
When shipped in, bulk, this information 
shall be contained in the shipping ad- 
vices accompanying the shipment. A 
barrel shall contain 282 lb. net. All 
paekages shall be in good condition at 
the time of inspection. 

Storage 

8. The cement shall be stored in such 
a manner as to permit easy access for 
proper inspection and identification of 
each shipment, and in a suitable weather- 
tight building which will protect the 
cement from dampness. 

Inspection 

9. Every facility shall be provided the 
purchaser for careful sampling and in- 
spection either at the mill or at the site 
of the work, as may be specified by the 
purchaser. At least 12 days from the 
time of sampling shall be allowed for 
completion of the 7-day test and at least 
33 days shall be allowed for completion 
of the 28-day test. 

Rejection 

10. (a) The cement may be rejected 
if it fails to conform to any of the re- 
quirements of these specifications. 

(6) Cement remaining in storage prior 
to shipment for a period greater than 6 
months after completion of the tests 
shall be retested and shall be rejected if 
it fails to' conform to any of the require- 
ments of these specifications. 

(c) Cement shall not be rejected on 
account of failure to conform to the 
fineness requirement if upon retest after 
drying at 100 C. for 1 hr. it meets this 
requirement. 

(d) Cement failing to meet the test 
for soundness in steam may be accepted 
if it passes a retest using a new sample 
at any time within 28 days thereafter. 


The provisional , acceptance of the ce- 
ment at the mill shail ' not deprive the 
purchaser of the right of. rejection .on, a 
■ retest of soundness .and time of setting 
at the time of' delivery ^ of cement, to 
the purchaser. 

Methods of Testing*^ 

11. The cement shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the following methods of the 
American Society for Testing Materials, 
except as otherwise prescribed in these 
specifications: 

(a) Sampling. — Standard Methods of 
Sampling Hydraulic Cement (A.S.T.M. 
Designation: C 183).^ 

(&) Fineness —Stmddxd Method of 
Test for Fineness of Hydraulic Cement 
by the No. 200 Sieve (A.S.T.M. Desig- 
nation: C 184).^ 

(c) Soundness. — Standard Method of 
Test for Soundness of Flydraulic Cern'ent 
Over Boiling Water (Pat Test) (A.S, 
T.M. Designation: C 189)/ except that 
immediately after being made the pat 
shall be stored in moist air for 48 hr. 
and then placed in an atmosphere of 
steam at a temperature between 98 and 
100 C. on a suitable support 1 in. above 
boiling water for 5 hr. 

(d) Time of Setting. — Standard Meth- 
ods of Test for Time of Setting of Hy- 
draulic Cement by the Vicat or Gillmore 
Needles (A.S.T.M. Designation: C 191). 

(<?) Tensile Strength.—StmdMd 
Method of Test for Tensile Strength of 
Hydraulic-Cement Mortars (A.S.T.M. 
Designation: C 190),^ except that the 
proportions of the standard mortar shall 
be one part of cement to two parts of 
standard sand, by weight. 


* This section was editorially revised in 1944. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T,M. Designations at front of book. 
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A.S.T.M. Besignatioii: C 91 -40 
Aborted, 1940.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C91; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications^^ cover cement 
to be used in conjunction with sand in 
the making of mortar for laying units 
of masonry construction. 

Time of Setting 

2. Neat cement paste mixed to nor- 
mal consistency shall not develop initial 
set in less than 60 min. as determined 
by the Gillmore needle. Final set shall 
be attained within 24 hr. 

Soundness' 

3. A pat of neat cement shall remain 
firm and hard, and show no signs of 
distortion, cracking, checking, or disin- 
tegration in the steam test for soundness. 

Compressive Strength 

4. The average compressive strength 
of not less than three 2-in. cubes, made, 
stored, and tested in accordance with 
Sections 19 to 25, shall be not less than 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-1 on Cement. 

2 Prior to adoption as standard, these specifications 
were puhiished as tentative from 1932 to 1940 , being re- 
vised in 1938 and 1940. Editorially revised in 1944. 

a®' A tentative revision of this standard has been issued 
in the form of the ’|!'entative Specifications for Masonry 
Cement (A.S.T.M. Designation: C 91 - 44 T), see p. 1269 

A “tentative revision'’ of thi 


350 psi. at the age of 7 days. The 
average strength at 28 days shall be not 
less than 600 psi. 

Water Retention 

5. Cement mortar after suction for 
60 sec. shall have a flow greater than 
65 per cent of that immediately after 
mixing, when tested in accordance with 
the procedure described in Section 26. 

Staining 

6. This requirement shall apply only 
when the invitation for bids specifically 
states that the cement shall be non- 
staining to limestone. Nonstaining ce- 
ment shall contain not more than 0.03 
per cent of water-soluble ^^alkali’^ when 
tested in accordance with Section 27. 

Note. — The amount and nature of the stain- 
ing material in limestones seem to vary with 
the stone. The alkali in any cement may, 
therefore, induce markedly different staining 
on different stone, even though the stone may 
have come apparently from the same source. 
The amount of alkali permitted by the specifica- 
tions should not cause stain unless stone high 
in staining material has been used, or unless 
insufficient means have been used to prevent 
infiltration of water into the masonry, 

standard appears on p. 1269. 
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Ptckagmg and MarMng ■ 

,7, Tlie cement shal be delivered in 
suitable bags' or barrels with the brand 
and name of ■ the manufacturer and the 
net weight . plainly marked ■ thereon. 
All packages shall be in good condition 
at the : time of inspection. Packages 
varying more than 5 per cent from the 
weight /'marked thereon may be re- 
jected, and if the' average weight of 
packages in any shipment as shown by 
weighing 50 packages taken at random 
is less than the weight marked thereon, 
the entire lot represented may be 
rejected. 

Storage 

8. The cement shall be stored in a 
suitable weathertight building that will 
protect it from dampness, and in such a 
manner as to permit safe and easy access 
for proper inspection and identification 
of each lot. 

Inspection 

9. Every facility shall be provided 
the purchaser for the necessary inspec- 
tion and sampling. 

Rejection 

10. The cement shall be rejected if it 
fails to meet any of the requirements of 
these specifications. Cement remaining 
in storage prior to shipment for a period 
greater than 6 months after test shall be 
retested, and shall be rejected if it fails 
to meet any of the requirements of these 
specifications. 

Sampling ahd Methods 
OP Testing 

Size and Number of Samples 

11. Each sample of cement selected 
for purpose of tests shall weigh at least 
S lb. and shall represent not more than 
300 bbl. If only one sample is taken, 
it shall weigh at least 10 lb. 


SMpment of Samples ' ' 

12. Samples sliaE be shipped and 
stored in airtight, moistureproof con- 
tainers. 

Temperature 

13. The temperature' of the room and 
dry materials shall be maintained at 
not less than 20' C. (68 F.) and not more 
than 27.5 C. (81.5 F.). The tempera- 
ture of the mixing water, moist closet, 
and water in the briquet storage tank 
shall not vary from 21 C. (70 F.) by 
more than 1.7 C (3 F,). 

Preparation of Samples 

14. The sample of cement shall be 
given a preliminary sieving by being 
passed through a No. 20 (840-micron) 
sieve^ in order to thoroughly mix the 
sample, break up lumps, and remove 
foreign materials. 

Mixing 

15. (a) Pastes.— A 500-g. portion of 
the cement shall be placed in the form 
of a crater on a plane, nonabsorbent 
plate. About one half of the necessary 
mixing water shall be poured into the 
crater, the cement mixed into the water 
with the finger tips until all the water 
is taken up by the cement, the remainder 
of the water added, and the paste then 
mixed with the fingers until all the water 
is absorbed. The mixing operation shall 
then be completed by continuously and 
vigorously squeezing and kneading the 
paste, with the hands for at least 3 min. 
During the operation of mixing, the 
hands shall be protected by rubber 
gloves. 

{b) Mortars . — -The mortars shall 'be 
mixed in a nonabsorbent bowl of about 
l-gal,. capacity. A measured '.quantity 


* Detailed requirements for these, sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
<A.S.T.M. Designation: ,E 11), .see p. 1237. 
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of water shall be poured into the bowl 
which has previously been wiped with a 
damp cloth. A SOO-g. portion of the 
cement shall then be added and stirred 
into ; the water with the fingers of one 
hand', until all the cement is wetted. 
Approximately 800 g. of sand shall 
then be added and the stirring continued 
for 30 sec. The remainder of 1500 g. 
of sand shall then be added and the 
mortar mixed for 75 sec. ■' by vigorous 
and continued stirring, squeezing, and 
kneading with one hand. The mortar 
shall then be allowed to stand for 60 
sec. and then mixed for another 60 sec. 
During the operation of mixing, the 
hands shall be protected by rubber 
gloves. 

Normal Consistency'^ 

16. Normal consistency shall be de- 
termined by the Vicat apparatus in 
accordance with the Standard Method 
of Test for Normal Consistency of 
Hydraulic Cement (A.S.T.M. Desig- 
nation: C 187),® except that the mixing 
of the paste shall be performed in ac- 
cordance with Section 15 (a) of these 
specifications. 

Time of Setting Test'^ 

17. The time of setting shall be de- 
termined by the Gillmore needle method 
in accordance with the Standard Meth- 
ods of Test for Time of Setting of Hydrau- 
lic Cement by the Vicat or Gillmore Nee- 
dles (A.S.T.M. Designation: C 191),® 
except that the mixing of the paste shall 
be performed in accordance with Section 
IS (a) of these specifications. 

Soundness Test^ 

18. Pats of neat cement, made and 
tested in accordance with the Standard 
Method' of \ Test for Soundness of Hy- 
draulic ' Cement, .over Boiling Water 
(Pat Test) (A.S.T.M. Designation: C' 

'‘This section was editorially revised in 1944, 

Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


189)/' except that the ' pastes shalL be 
prepared in accordance with Section 15 

(a) of these specifications, shall remain 
firm and hard and show no signs of dis- 
tortion, checking, cracking, or disinte- 
gration. 

. Compressive Strength Test , 

19. Molds ({z).-~~ The compression test 
specimens shall be 24n. cubes. Molds 
for the specimens shall be tight fitting. 
The parts of the molds, when assembled, 
shall be positively held together. The 
molds shall be made of hard metal not 
attacked by the cement mortar. For 
new molds, the Rockwell hardness num- 
ber of the metal shall be not less than 
E55 (the Brinell hardness number not 
less than 95). There shall be sufficient 
material in the sides of the molds to 
prevent spreading or warping. 

(b) The interior faces of the molds 
shall be true plane surfaces with a 
permissible variation of 0.001 in. ior 
new molds and. 0.002 in. for molds 
in use. 

(c) The distances between opposite 
faces of the molds shall be 2 zb O.OOS 
in. for new molds, or 2 zb O.Oi in, for 
molds in use. The height of the molds, 
measured separately for each cube 
compartment, shall be 2 in. with a 
permissible variation of plus 0.01 in. 
and minus 0.005 in. for new molds, or 
plus 0.01 in. and minus O.OIS in. for 
molds in use. 

(d) The angle between adjacent in- 
terior faces and between interior faces 
and top and bottom planes of the mold 
shall be 90 zb 0.5 deg. 

(e) Molds shall be oiled with a mineral 
oil before using, 

Stmdard Sand ,^- — ^The sand used 
for making test specimens shall be nat- 
ural silica sand from Ottawa, 111., graded 
to pass a No. 20 (840'-micron) sieve and 
retained on a No. 30 (590-micron) 

« This section was added editorially in 1944. 
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sieve.^ . This' ; sand shall be considered 
standard when not, more, than-15 g. are 
retained on the,',No. 20 sieve, and not 
more than S g,. pass the No. .30 sieve after 
5 min. of,,:Contiiiuoiis sieving of a 100-g. 
sample in the manner specified for sieving 
cement in the Standard Method of Test 
for Fineness of Hydraulic Cement by the 
No. 200 Sieve (A.S.T.M. Designation: C 
18 , 4 ).®,,; 

21. (^3^) Proportions for Standard Mor- 
tar mortar shall consist of 1 

part of cement to 3 parts of standard 
sand by weight, 

(&) Preparation of Standard M ortar . — 
The mortar shall be mixed with a 
measured quantity of water in accord- 
ance with the procedure described in 
Section IS (&). The top of the flow 
table (Paragraph {c)) shall be carefully 
wiped dry and the flow mold placed 
at the center and filled with mortar. 
In filling the mold, the mortar shall 
not be rammed, but gently smoothed off 
level with the top of the mold by aid 
of a trowel and the mold then removed. 
Immediately, the table shall be dropped 
through a height of J in., 25 times in 
15 sec. The flow is the resulting in- 
crease in diameter of the mortar mass, 
expressed as a percentage of the original 
diameter. The mortar shall be of 
standard consistency when the flow is 
65 to' 80 per cent. Trial mortars shall 
be made with varying percentages of 
water until the standard consistency is 
obtained. Each trial shall be made 
with fresh mortar. The quantity of 
water shall be expressed as a percentage 
of the weight of the combined dry 
materials. 

(c) Flow Tahh.—Tht flowr table ap- 
paratus consists of a rigid frame with a 
flat circular top, so mounted on a 
vertical shaft that it can be raised and 
dropped through a fixed height of | zb ’A’ 
in. by means of a rotated cam. The 
top shall be of noncorrodible metal 10 


in. in diameter and with the ^ attached 
shaft shall weigh 9 lb* db 1 oz. , The 
frame shall ; be ' attached rigidly ' to a 
' concrete' pedestal, which in turn shall be 
attached rigidly to the fl,oor. ■ The con- 
crete pedestal shall be at least 8 in, 
in diameter and 25 in* ; in height'' and 
shall weigh at least 100 lb. The mold 
shall be of a noncorrodible material, 
4 in. in inside diameter at the base, 2f 
in. at the top, and 2 in. in height* 

22. Molding of Test Cubes —Im- 
mediately after mixing the standard 
mortar in accordance with the procedure 
described in Sections 15 and 21, the 
mortar shall be placed in the cube 
molds which shall rest on plane, non- 
absorbent plates. The molds shall be 
filled heaping full without compacting. 
Then the mortar shall be gently worked 
into the molds with the thumbs, using 
only sufficient effort to insure uniform 
filling of the molds. Additional mortar 
shall be heaped above the molds and 
smoothed off with a trowel The molds 
and plates shall then be turned over 
upon plane, nonabsorbent plates oiled 
with mineral oil, the first plates re- 
moved, and the operation of heaping, 
thumbing, and smoothing off repeated. 
No ramming or tamping shall be used, 
nor any troweling in excess of that 
required to smooth off the specimens. 

23. Storage of Test Cubes— All test 
specimens, immediately after molding, 
shall be kept in the molds on plane 
plates in a damp closet, maintained 
at a relative humidity of 90 per cent or 
more, for from 48 to 52 hr. in such a 
manner that the upper surfaces shall 
be exposed to the moist air. The cubes 
shall then be removed from the molds 
and placed in the damp closet for 5 
days in such a maimer as to . allow free 
circulation of air , around: nt least five 
faces of the specimens. At the age of 7 
days the cubes for the 28-day tests 
shall be' immersed in- clean running 
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■water ^ in storage tanks of noncorrodible 
materials., 

24. Testing oj Cubes (a).— The testing 
machine for determination of the com- 
pressive strength may be of either the 
hydraulic or the screw- type with sujSS- 
cient opening between the upper bearing 
surface and the lower bearing surface 
of the machine to permit the use of 
verifying apparatus. The load applied 
to the test specimen shall be indicated 
with an accuracy of plus or minus 1.0 
per cent. 

(6) The upper bearing shall be a 
spherically seated, hardened metal block 
firmly attached at the center of the 
upper head of the machine. The center 
of the sphere shall lie at the center of 
the surface of the block in contact with 
the specimen. The block shall be 
closely held in its spherical seat, but 
shall be free to turn in any direction. 
'The diagonal or diameter of the bearing 
surface shall be only slightly greater 
than the diagonal of the face of the 2-in. 
cube, in order to facilitate accurate cen- 
tering of the specimen. A hardened 
metal bearing block shall be used 
beneath the specimen to minimize wear 
of the lower plate of the machine. The 
bearing block surface intended for 
contact with the specimen should have a 
hardness not less than Rockwell num- 
ber C60 (BrineU number 620). These 
surfaces shall not depart from plane 
surfaces by more than 0.0005 in. when 
the blocks are new, and shall be main- 
tained within a permissible variation 
of 0.001 in. , ■ , ' 

{c) Testing of the cube specimens shall 
be carried out immediately upon their 
removal from the moist closet, for 7-day 
specimens, .and from storage water for' 
all other specimens. If more than one 
specimen at a time is removed from, the 
storage water for testing, these cubes 
shall be placed in: a pan of water of 
sufficient depth to completely immerse 


each cube until its removal for testing. 
The load shall be applied to the faces 
of the cubes that were in contact with 
the true plane surfaces of the mold. 
These faces shall be checked by appli- 
cation of an accurate straightedge. 
If appreciable curvature is present, the 
face or faces shall be ground to a plane 
surface before loading, or the specimens 
shall be discarded. 

(d) Loose sand grains or incrustations 
shall be removed from the contact 
faces, and the cubes shall then be care- 
fully placed in the testing machine 
below the center of the upper bearing 
block. No cushioning or bedding ma- 
terials shall be used. The loading up 
to 25 per cent of the expected maximum 
load may be applied at any convenient 
rate, after which the specimens shall be 
loaded continuously to failure at a rate 
or rates which shall at no time be less 
than 1000 nor more than 6000 psi. 
per min. 

25. Calculations . — The total maximum 
load indicated by the testing machine 
shall be recorded, and the compressive 
strength calculated in pounds per square 
inch from the cross-sectional area of the 
cube tested. Cubes that are mani- 
festly faulty or that give strengths 
differing by more than 10 per cent from 
the average value of all test specimens 
made from the same sample and tested 
at the same period shall not be con- 
sidered in determining the compressive 
strength. 

Water Retention Test 

26. {d) Apparatus— ¥ ox the water 
retention test, an apparatus essentially 
the same as that shown in Fig. 1 shall 
be used. This apparatus consists of a 
water aspirator controlled by a mercury 
column relief and connected by way of a 
three-way stopcock to a funnel upon 
which rests a perforated dish. A mer- 
cury manometer, connected as shown in 
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Fig. 1 5 indicates the vacuum.' A rubber 
gasket shall he sealed to the top of the 
funnel and shall be kept wet during a 
test to insure a sea! between the funnel 
and dish. The perforated dish shall be 
made of nonabsorbent material Hard- 
ened filter paper equivalent to Carl 


diately after making the: flow test, the 
mortar on the flow table shall be re- 
mixed for 30'sec.- with that remaining' 
in the mixing' bowl ' Immediately after 
remixing, the mortar shall be uniformly 
distributed, without . compacting over 
the sheet, of dampened ' filter paper in 
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Schleicher and Schull filter paper No. 
575 shall be used. It shall be of such 
diameter that it will lie flat and com- 
pletely cover the bottom of the dish. 

(&) Method , — The mortar shall be 
mixed to a flow of from 100 to 115 
per cent in accordance with the pro- 
cedure described in Section 21. Imme- 


the perforated dish and the surface 
leveled off flush with the rim of the dish 
by drawing a straightedge across the 
dish with a sHghtly 'sawing^ ' m 
The dish shall then be seated^' on the 
wetted gasket, : and with the mercury 
column set at 2 ; in., the stopcock shall 
■ be turned to /apply; the vacuum to ' the 
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funneL, ; After suction for 60 sec., the 
stopcock shall be quickly turned to 
expose ^ the funnel to atmospheric pres- 
sure. The contents of the dish shall 
then be immediately removed by means 
of a putty knife or square-end spatula 
and placed;: in ' the' mold on the flow 
table. As each portion of mortar is 
placed in the , mold it shall be well 
puddled with glove-covered fingers. 
When the mold is filled, the mortar 
shall be smoothed off level with the top 
of the mold, using the edge of a trowel, 
and the flow determined as previously. 
The entire operation shall be carried 
out without interruption and as quickly 
as possible and shall not require more 


than 7 min. for completion,: starting 
from the completion of the mixing 
of the mortar for the first flow deter- 
mination. Both flow ■ de^rminations' 
shall be made in accordance with the 
procedure described in Section 21 (J), 
special care being taken to fill the mold 
uniformly when obtaining the flow 
after suction. 

Staining Test (Determination of Water- 

Soluble Alkali) 

27. Water-soluble alkali shall be deter- 
mined in accordance with Section 23 
of the Standard Methods of Chemical 
Analysis of Portland Cement (A.S.T.M. 
Designation: C 114). 
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HIGHWAY OFFICIALS STANDARD 
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Standard Method of Test for 
AUTOCLAVE EXPANSION OF PORTLAND CEMENT^ 



A.S.T.M. Designation: C 151 - 43 
Adopted, 1943A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 151; the final number indicates the year 6f original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the soundness of portland 
cement by means of an autoclave test 
on a 1 by 1-in. neat cement specimen. 

Apparatus 

2. {d) Scales }^ — The scales and weights 
used for weighing materials shall con- 
form to the requirements prescribed in 
Section 2 (a) and (5) of the Standard 
Method of Test for Normal Consistency 
of Hydraulic Cement (A.S.T.M. Desig- 
nation: C 187).^ 

(J) Glass Graduates graduates 
of 150-mL capacity used for measuring 
the mixing water shall be made to deliver 
the indicated volume at 20 C. (68 F.). 
The permissible variation on these 
graduates shall be plus or minus 1 ml. 
The main graduation lines of the cyl- 
inders shall be circles and shall be 
numbered. The least graduations shall 
extend at least one seventh of the way 
around, and intermediate graduations 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1940 to 1943, being revised in 1943. 

8® This paragraph was editorially revised in 1944. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M . Designations at front of book. 


shall extend at least one fifth of the way 
around the cylinder. 

(c) Molds , — Molds shall provide for 
1 by l-in, test specimens of lO-in. effec- 
tive gage length. The effective gage 
length shall be considered as that length 
between the innermost points of the 
metal inserts used as reference points. 
The parts of the molds shall be tight 
fitting and firmly held together when 
assembled. The molds shall be made of 
steel or hard metal not readily attacked 
by the cement paste. There shall be 
sufficient material in the sides of the 
molds to prevent spreading or warping. 
Each end plate of the molds shall be 
equipped to hold properly in place, dur- 
ing the setting period, a stainless steel 
or noncorroding metal reference point 
having a diameter of | in The reference 
points shall be set so that their principal 
axes coincide with the principal axis of 
the test specimen, and shall extend into 
the specimen f in. The distance be- 
tween the inner ends of 
points shall be 10 ± 0.1 in. The dis*‘ 
tance between opposite faces of the molds 
shall be 1 ± 0.03 in. The height of the 
molds, measured separately for each 
specimen compartment, .shall be 1 ± 0,0J 
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iii,j botli ior new' molds and for molds 
'in' 'use.;.' 

(d) Autoclave, — ^The autoclave shall 
consist of a 'high-pressure steam 'boiler 
equipped, with an automatic pressure 
control and a safety valve. The capac- 
ity of the heating unit shaU be such that 
with maximum load (water plus speci- 
mens) the pressure of the saturated 
steam in the autoclave may be raised to 
a gage pressure of 295 psi. (absolute 
pressure about 310 psi.) in 1 to IJ hr. 
from the time the heat is turned on. 
The automatic pressure control shall be 
capable of maintaining the pressure at 
295 ± IG psi. for at least 3 hr, A gage 
pressure of 295 ± 10 psi, corresponds to 
a temperature of 215.7 ±1.7 C, (420.3 
± 3 F.). The autoclave shall be de- 
signed to permit the pressure to drop 
from 295 psi. to less than 10 psi. in 1 hr. 
after the heat supply has been shut off. 
It shall be equipped with a vent valve 
for allowing the escape of air during 
the early part of the heating period and 
for releasing any steam pressure remain- 
ing at the end of the 1-hr. cooling period. 

(e) Length Comparator, — Changes in 
length of the test specimen shall be 
measured by a dial gage or micrometer 
comparator having a range of at least 
0.3 in. The instrument shall be gradu- 
ated to at least 0.001 in., and when tested 
at any point throughout its range, the 
error shall not be greater than plus or 
minus 0.002 in. The difference be- 
tween repeated measurements shall not 
be greater than 0.001 in. The com- 
parator shall be equipped with a steel 
reference bar and shall be frequently 
checked with this reference bar. 

Temperature and Humidity 

3, (a) The temperature of the molding 
room and .dry. materials shall be main- 
tained at not less than 20 C. (68 F.) and 
not more, than 27. S C. (81.5 F.).' The 


temperature of the mixing water and of 
the moist closet or moist room shall not 
vary from 21 C. (70 F.) by more than 
1.7 C (3 F.). 

(5) The moist closet or moist room, 
shall be so constructed as to provide 
storage facilities for test specimens at a 
relative humidity of not less than 90 
per cent. 

Preparation of Test Specimens 

4. (a) Freparation of Molds.— -Molds 
shall be thinly covered with mineral oil; 
after this operation the stainless steel or 
noncorroding metal reference points shall 
be set, care being taken to keep them 
clean and free of oil. 

(b) Mixing Cement Faste,^^ — The 
standard batch shall consist of 500 g. of 
cement with sufficient water to give a 
paste of normal consistency, and shall be 
mixed in accordance with the procedure 
described in Section 4 (a) of the Standard 
Method of Test for Normal Consistency 
of Hydraulic Cement (A.S.T.M. Desig- 
nation: C 187).® 

(c) Molding Specimens, — Immediately 
following completion of mixing, the test 
specimen shall be molded in one or two 
layers, each layer being compacted with 
the thumbs or forefingers by pressing 
the paste into the corners, around the 
reference inserts, and along the surfaces 
of the molds until a homogeneous speci- 
men is obtained. After the top layer 
has been compacted, the paste shall be 
cut off flush with the top of the mold and 
the surface smoothed with a few strokes 
of the trowel. During the operations of 
mixing and molding, the hands shall be 
protected by rubber gloves. 

(d) Storage of Test Specimens, — After 
the mold has been filled, it shall be im-. 
mediately placed in the moist closet or 
moist room. Specimens shall remain in 
the molds in the moist closet or moist 
room for at least 20 hr.; if removed from 



16 : „ Testmor Autoclave Expansion of Portland Cement (C 151 --:43) 


the molds 'before 24 hr. j they shall be 
kept in the ' moist closet or moist room 
unth' tested. ' ■ 

Procedure' 

5. (d) At 24 hr. ± 30 min. after mold- 
ing, the specimens shaE be removed 
from the moist atmosphere, measured 
for length, and placed in the autoclave 
at room temperature in a rack so that 
the four sides of each specimen wEl be 
exposed to saturated steam. The auto- 
clave shall contain enough water to 
maintain an atmosphere of saturated 
steam vapor during the entire period of 
test. OrdinarEy, 7 to 10 per cent of the 
volume of the autoclave should be oc- 
cupied by the water. 

(b) To permit air to escape from the 
autoclave during the early portion of the 
heating period, the vent valve shall be 
left open until steam begins to escape. 
The valve shall then be closed and the 
temperature of the autoclave shaU be 
raised at such a rate as wEl bring the 
gage pressure of the steam to 295 psi. 
in 1 to IJ hr. from the time the heat is 
turned on. The 295 ± 10 psi. pressure 
shall be maintained for 3 hr. At the 
end of the 3-hr. period the heat supply 
shall be shut off and the autoclave cooled 
at a rate such that the pressure will be 
less than 10 psi, at the end of 1 hr., and 
any pressure remaining shall be slowly 
released by partially opening the vent 
valve until atmospheric pressure is at- 
tained. The autoclave shall then be 
opened and the test specimens immedi- 
ately placed in water the temperature 


of which is above 90 C. (194; F.), The 
water surrounding the bars shall then be 
cooled at a unifomi rate by adding #oM 
water's© that' the temperature of the 
water will be lowered to 21 C. (70 F.) 
in 15 min. The water surrounding the 
specimens shall then be maintained at 
21 C. (70 F.) for an additional IS min., 
when the specimens shall be surface dried 
and their lengths again measured.^ 

Calculation 

6. The difference in length of the test 
specimen before and after autoclaving 
shall be calculated to the nearest 0.01 
per cent of the effective gage length and 
shall be reported as the autoclave expan- 
sion of the cement. A contraction (neg- 
ative expansion) shall be indicated by 
prefixing a minus sign to the percentage 
expansion reported. 

Retests 

7. Cement failing to meet the test for 
soundness in the autoclave may be ac- 
cepted if it passes a retest, using a new 
sample, at any time within 28 days 
thereafter. The provisional acceptance 
of the cement at the mill shall not deprive 
the purchaser of the right of rejection 
on a retest of soundness and time of 
setting at the time of delivery of the 
cement to the purchaser. 

* If it is preferred to make all measurements at 26.v‘> C. 
(80 F.), it IS recommended that upon removal of the 
specimens from the moist closet or moist room, they be 
placed in water maintained at 26.5 C. (80 F.) for at least 
IS min., removed and measured for length, and then 
placed in the autoclave. Upon removal from the auto- 
clave, the specimens and water shall be cooled to 26.5 C. 
(80 F.) in 15 min. and the specimens kept in water at this 
temperature for an additional 15 min., and then measured 
for length. 
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Scope 

i. These methocls^^ outline procedures 
for the dieniical anal 3 "sis of portiand 
cement. The procedures appear in the 
following order: 

Section 


Silicon Dioxide 8 

Aluminum Oxide and Ferric Oxide. . 9 

Ferric Oxide 10 and 11 

Aluminum Oxide 12 

Calcium Oxide , . . 13 

Magnesium Oxide. 14 and 15 

Sulfur Trioxide 16 

Sulfide Sulfur 17 to 19 

Loss on Ignition 20 

Sodium Oxide and Potassium Oxide . 21 and 22 

Water-Soluble Alkali. 23 

Phosphorus Pentoxide 24 and 25 

Manganic Oxide 26 and 27 

Insoluble Residue ^ 28 

Chloroform-Soluble Organic Sub- 
stances 29 and 30 

Free Calc.iiim Oxide 31 and 32 

Silicon Dioxide, Alternate Method . . 33 

Calcium Oxide, Alternate Method . . 34 and 35 
Magnesium Oxide: ' 

' Alternate Method A ■ . . 36 

. Alternate Method B . . . . , 37 and 38 

Alternate Method C 39 and 40 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

" These rnetliods of chemical analysis were editorially 
rearraoKod and issued under the designation C 114 in 1939. 
They formerly constituted a portion of the Standard 
Methods of Sampling and Testing Portland Cement (A.S. 
T.M. 'Designation: C 77) and were published as standard 
in Mct’nods C 77 from 1930 to 1939. 

A tentative revision of this standard has been issued 
;n the form of theTentative Methods of Chemical Analysis 
Portland Cement (A.S.T.M. Designation:. C 114-46 T), 
®eep. 1282. 


Sulfur Trioxide, Alternate Method. . 41 to 44 
Sodium Oxide and Potassium Oxide, 

Alternate Method. 45 and 46 

Phosphorus Pentoxide, Alternate 

Method 47 and 48 

Manganic Oxide, Alternate Method. 49 and 50 

Free Calcium Oxide, Alternate 

Method 51 and 52 

Recommended Order for Reporting 

Analysis 53 

Sampling 

2, Samples of the cement shall be 

taken and prepared as prescribed in 
the Standard Methods of Sampling 
Hydraulic Cement (A.S.T.M. Desig- 

nation: C 183).^ 

Apparatus 

3. (a) Balances ^ — The analytical bal- 
ances used in the chemical determina- 
tions shall conform to -the following 
requirements: 

Capacity not less than 100 g. in each 
pan, 

The two arms of the beam equal within 
(i) two parts in 100,000 for balances in 
use or {2) one part in 100,000 for new 
balances (Note 1), 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

^ Information on Ai^alytical Balances and Weights, to 
supplement the requirements for balances and weights 
prescribed in these methods, has been prepared and is 
published as information, not a part of these methods; 
see the compilation of “A.S.T.M. Standards on Cement/^ 
issued as a separate publication. 

VJ 


A * ^tentative revision^’ of this standard appears on p. 1282* 
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Capable of . reproducing results within 
0.0002 g,, and 

Sensibility reciprocaP not more than 
0.0005, g, per division of the graduated 
scale for any load up to 100 g. (Note 2). 
In case of direct-reading balances this 
requirem,eiit does not apply. • 

Any rapid weighing device that may 
be provided, such as a chain, damped 
motion, or heavy riders, shall not in- 
troduce errors greater than 0.0001 g. 
at any reading and with any allowable 
load on the scale pans. 

Note 1. — The lengths and ratios of the arms 
may change with use, and with age even if not 
used. 

Note 2. — If an auxiliary metal or glass pan 
is used, its weight is a part of the load. 

(5) Weights .^ — The weights used in 
the chemical determinations shall con- 
form to the requirements of the National 
Bureau of Standards specifications for 
class. weights as prescribed in Bureau 
of Standards Circular No. 3, “Design 
and Test of Standards of Mass.” The 
weights (including the riders) shall be 
checked when questioned, or at least 
once a year, with weights that have 
been certified by the National Bureau of 
Standards within five years. They shall 
be adjusted within the tolerances given 
in the above mentioned specifications 
for class “S” weights, according to their 
apparent mass as determined by com- 
parison with brass standards in air. 

Purity of Water and Reagents 

4, ({j) to water 

shall be understood to mean distilled 
water. 

(b) Reagents . — Unless otherwise in- 
dicated, it is intended that all reagents 
shall conform to the specifications of the 

^ 6 The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of equilibrium of the pointer one, division. 
For a complete definition of sensibility reciprocal, see 
“Specifications, Tolerances, and Regulations for Com- 
mercial Weighing and Measuring Devices,’* Eandhook 
H29j Nat. Bureau Standards. September, 1942, pp. 87 
and 88. 


Committee on Analytical .Reagents of 
the' American „ Chemical Society, where 
such' specifications are available.® Where 
such specifications .are not avai'lable, the., 
best grade avai.lable should be : used. 
Other grades may be used, provided it is 
first ascertained that the reagent is of, 
sufficiently high purity to permit its use 
without lessening the accuracy ,of the 
determination. 

Concentration of Reagents 

S. (a) Concentrated A cids and A m- 
monium Hydroxide . — When acids and 
ammonium hydroxide are specified by 
name or chemical formula only, it shall 
be understood that concentrated re- 
agents of the following specific gravities 
or concentrations are intended: 


Acetic acid, HC 2 H 3 O 2 99.5 per cent 

HydrocMoric acid, HCI ... sp. gr, 1.18 

Hydrofluoric acid, HF. 48 per cent 

Nitric acid.. HNO 3 sp. gr. 1.42 

Perchloric acid, HCIO 4 70 per cent 

Phosphoric acid, H 3 PO 4 . .... 85 per cent 

Sulfuric acid, H 2 SO 4 . ............ sp. gr. 1,84 

Ammonium hydroxide, NH 4 OH ... sp. gr. 0.90 


The desired specific gravities or concen- 
trations of all other concentrated acids 
shall be stated whenever they are speci- 
fied. 

(6) Diluted Acids and Ammonium 
Hydride.— Concentrations of diluted 
acids and ammonium hydroxide, except 
when standardized, shall be specified 
as a ratio stating the number of volumes 
of the concentrated reagent to be diluted 
with a given number of volumes of water, 
as in the following example: HCI (1:99) 
means 1 volume of concentrated HCI 
(sp. gr. 1.18) diluted with 99 volumes of 
water. 


« “A.C.S. Analytical Reagents,’* American Chemical 
Society, Washington, D. C., March, 1941. For later 
additions and revisions, see “Recommended Specifications 
for Analytical Reagent Chemicals” by the Committee 
on Analytical ReagpUs of the American Chemical Society, 
Industrial and Engineering Chemistry, Analytical liidition, 
Vol. 16, No. 5, May, 1944, p. 281. For suggestions on the 
testing of reagents not listed by the American Chemical 
Society, see “Reagent Chemicals and Standards” by 
Joseph Rosin, D. Van Nostrand Co., Inc., New York. 
N. Y. (1937). 
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(c) Standard ^c^toi^j^^.—Goncentra- 
tions .of standard solutions . shall be ex- 
pressed as normalities or as equivalents 
in grams per milliliter of the component 
to be determined, for example: 04 iV 
Na 2 S 203 , or K 2 Cr 207 (1 ml. = 0,004 g. 

Fe20'3).'' . 

(d) Nomtandardized Solutions , — 
Concentrations of nonstandardized solu- 
tions prepared by dissolving a given 
weight of the solid reagent in a solvent 
shall be specified in grams of the reagent 
per liter of solution, and it shall be under- 
stood that water is the solvent unless 
otherwise specified, for example: NaOH 
(10 g. per 1.) means 10 g. of NaOH dis- 
solved in water and diluted with water 
to 1 liter. In the case of certain reagents 
the concentration may be specified as a 
percentage by weight, for example: 
ethanol (50 per cent) means a solution 
containing 50 g. of ethanol per 100 g. 
of solution. Other nonstandardized so- 
lutions may be specified by name only, 
and the concentration of such solutions 
will be governed by the instructions for 
their preparation. 

Glassware^ 

6. {a) All glass apparatus and ves- 
sels used in analytical work should be 
carefully selected to meet the particular 
requirements for each operation. Stand- 
ard volumetric flasks, burettes, and pi- 
pettes should be of precision grade. 

{b) New and improved types of glass 
apparatus are available, including col- 
ored glass for the protection of solutions 

7 For further information the following ref erences may 
be consulted: 

E. F, Mueller and R. M. Wihielm, “Methods of Testing 
Thermometers,” Am. Soc. Testing Mats., 

VoL 38, Part I, p. 493 (1938); 

J. T. Moran/ “Metliods of Testing Volumetric Glass- 
ware,” Froceedings, Am. Soc. Testing Mats., VoL 41, p. 
492 (1941); 

J. P. Bader and E. L, Peffer, “Methods of Testing 
Hydrometers,” Froceedings, Am. Soc. Testing Mats., 
VoL 42, p. 463 (1942); 

E, L. Peffer and G. C. Mulligan, “Testing of Glass 
Volumetric Apparatus,” Nat. Bureau Standards Circular 
C434t Superintendent of Documents, Government Print- 
ing Office, Washington, D, C. (1941). 


affected by light, alkali-resistant glass 
for use where superior resistance to 
alkalies is important, and a high-silica 
glass having exceptional resistance to 
thermal shock. Standard-taper, inter- 
changeable, ground-glass joints are use- 
ful in analytical work. 

Number of Chemical Beterminations 

7. (a) The number of chemical tests 
shall be as prescribed in Section 5 of the 
Standard Methods of Sampling Hydrau- 
lic Cement (A.S.T.M, Designation: C 
183).^ 

(b) The chemical determinations shall 
be made in accordance with the pro- 
cedures described in the following Sec- 
tions 8 to 52, 

Note.— T hese methods of chemical analysis 
are not all considered as possessing the highest 
obtainable accuracy, but are methods to be 
followed in making acceptance tests on cements 
covered by specifications requiring that tests 
be made in accordance with the analytical 
procedures contained in this standard. 

SILICON DIOXIDE 

Procedure 

8. (a) Transfer 0.5 g: of the sample 
to an evaporating dish, preferably of 
platinum for the sake of celerity in evap- 
oration, moisten with 10 ml. of cold water 
to prevent lumping, add 5 to 10 ml. of 
HCl, and digest with the aid of gentle 
heat and agitation until solution is com- 
plete. Solution may be aided by light 
pressure with the flattened end of a glass 
rod. Evaporate the solution to dryness 
on a steam bath. Without heating the 
residue any further, treat it with 5 to 10 
ml. of HCl and then an equal amount of 
water, or pour at once upon the residue 
10 to 20 ml, of HCl (1:1), Then cover 
the dish and digest for 10 min. on the 
bath or a hot plate. Dilute the solution 
with an equal volume of hot water, im- 
mediately filter, and wash the separated 
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SiOg thoroughly with, hot water (Note), 
and reserve the residue. 

' Note.— The wasHng of the 'SiOs precipitates 
can be made more effective by using hot HCl 
(1:99) and then completing the washing with 
hot water. 

(6) Again evaporate the filtrate to 
dryness, baking the residue in an oven 
for 1 hr. at 105 to 110 C. Then take 
up the residue with 10 to IS ml of HCl 
(1 :1) and heat on the bath or hot plate. 
Dilute the solution with an equal vol- 
ume of hot water and catch and wash the 
small amount of Si 02 it contains on 
another filter paper. Reserve the fil- 
trate and washings for the determina- 
tion of AI 2 O 3 + FesOa (Section 9). 

(c) Transfer the ' papers containing 
the residues (Paragraphs (a) and (i)) to 
a weighed platinum crucible. Dry and 
ignite the papers, first at a low heat until 
the carbon of the filter paper is com- 
pletely consumed without inflaming, 
and finally at 1100 to 1200 C. until the 
weight remains constant. 

(d) Treat the Si02 thus obtained, 
which will contain small amounts of 
impurities, in the crucible with a few 
drops of water, about 10 mi. of HF, 
and one drop of H 2 SO 4 , and evaporate 
cautiously to dryness. Finally, heat the 
small residue at 1050 to 1100 C. for a 
minute or two, cool, and weigh. The 
difierence between this weight and the 
weight previously obtained represents 
the amount of Si02. Consider the 
weighed residue remaining after the 
volatiiiEation of the SiOa as combined 
aluminum and ferric oxides and add it 
to the result obtained in the determina- 
tion of these oxides (Section 9). 

(e) Blank . — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, 
and correct the results obtained in the 
analysis accordingly. 


(/) Cafc«^teiw.-™'CalcuIate the per- 
centage .of. Si 02 to the m.earest 0.1 by 
multiplying the weight in grams of Si 02 
by 200, (100 divided by the weight of 

sample used (0.5 g.)). 

ALUMINUM OXIDE AND FERRIC OXIDE 

Procedure 

■ 9. (a) To the filtrate ..reserved in 
accordance with Section S .(5) .(Note 1), 
which should, have a volume ' of about 
250 ml., add HCl if necessary to insure 
a total of 10 to IS ml of the acid. Add a 
few drops of methyl red indicator (2 g. 
per liter of ethanol), and heat to boiling. 
Then treat with NH4OH (Note 2),' 
drop by drop, until one drop changes 
the color of the solution to a distinct 
yellow. Bring to boiling the solution 
containing the precipitated aluminum 
and ferric hydroxides, boil for 1 or 2 min., 
and then filter. Wash the precipitate 
once by decantation and wash slightly 
on the filter with hot NIi 4 Cl (20 g. per L). 

Note 1.— If a platinum evaporating dish 
has been used for the dehydration of SiOa, iron 
may have been partially reduced. At this 
stage, add about 3 ml. of saturated bromine 
water to the filtrate and boil the filtrate to 
eliminate the excess bromine before adding the 
methyl red indicator. 

Note 2. — The NH4OH used to precipitate 
the hydroxides must be free of contamination 
with CO 2 . 

(5) Set aside the filtrate and transfer 
■the precipitate and filter paper to The 
same beaker in which the first precipita- 
tion was effected. Dissolve , the alu- 
minum and ferric hydroxides in hot HCl 
(1:3), dilute the solution to .about 100 
ml, and reprecipitate, the, hydroxides .as 
described in Paragraph {a). 'Filter the 
solution, and wash the precipitate .with 
two 10-mI. .portions of hot NH 4 Cl'' (20,g,. 
per 1.). Combine the filtrate and wash- 
ings with the filtrate set aside and re- 
serve for the determination of CaO 
(Section 13). 
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. {c) Place th,e. precipitate in a weighed 
platinum cmcibiej heat slowly until, the,, 
papers are charred, and finally ignite to 
constant weight at 1050 to 1100 C. with 
care to prevent..,, reduction, and weigh 
as AI 2 O 3 ; " 1 “ , Fe 203 . 

: :(i) Add, , to the weight of AI 2 O 3 + 
Fe 203 any impurities that may be found 
in the: residue of SiOg according to Sec- 
tion 8 (d). If a determination of phos- 
phorus pentoxide is required and made 
according to Section 25, the weight of 
AI 2 O 3 + Fe 203 shall be corrected for the 
amount of P2O5 found. 

(e) Blank, — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(/) Calculation.- — Calculate the per- 
centage of AI2O3 + Fe 203 to the nearest 
0.1 by multiplying the weight in grams 
of AI2O3 + Fe 203 by 200, (100 divided by 
the weight of sample used (0.5 g.)). 

FERRIC OXIDE 

Reagents 

10. (a) Stannous Chloride Solution. — 
Dissolve 10 g. of SnCl2-2tl20 in 25 ml. 
of H!C1 and 75 ml. of water. Add scraps 
of iron-free granulated tin and boil until 
the solution is clear. Keep the solution 
in a closed dropping bottle containing 
metallic tin. 

(5) Phosphoric-Sulfuric Acid Mixture, 
—Add slowly, while stirring, 150 ml. 
of H 3 PO 4 and 150 ml. of H 2 SO 4 to 500 
ml. of water, and then dilute to 1 liter 
and, mix. 

(c) Diphenylamine Indicator, — ^Dis- 
solve 1 g. of diphenylamine in 100 ml. 
of H2SO4.; 

{d) Standard Potassium Dichromate 
Solution (i ml, = 0.004 g. 

Dissolve 2.457 g. of 'K2Cr207 in water 
and dilute to 1 liter. ' Standardize 
against standa,r,d iron wire of known iron 
content in the same manner as directed 


for the ferric oxide determination in ce- 
ment (Section 11), using a weight of iron 
wire that will yield a titration approxi- 
mately equal to that required by the 
cement sample in question. Calculate 
the FeaOa equivalent of the solution in 
grams per milliliter by multiplying the 
weight in grams of iron in the amount 
of iron wire used by 1.430 (molecular 
ratio of Fe203 to 2 Fe)and dividing by the 
volume in milliliters of K2Cr207 solution 
required. 

Procedure 

11. (a) To 1 g. of the sample add 
40 ml. of cold water, stir, and add 15 ml, 
of HCl. Heat the solution, and grind 
the cement with the flattened end of a 
glass rod until it is evident that the 
cement is completely decomposed. Heat 
the solution to boiling and treat it with 
the SnCb solution, added drop by drop 
while stirring, until the solution is de- 
colorized. Add one drop in excess and 
cool the solution to room temperature. 
Rinse the inside of the vessel with water, 
and add all at once 10 ml. of a cool, 
saturated HgCh solution. Stir the solu- 
tion vigorously for 1 min., add IS ml. of 
H3P04-H2S04 mixture and 3 drops of 
diphenylamine indicator, and dilute to 
150 ml. with cold water. Titrate with 
the standard K2Cr207 solution. The 
end point is taken as the point at which 
a drop causes an intense deep blue colora- 
tion that remains unchanged on further 
addition of the standard K2Cr207 solu- 
tion. 

{b) Calculation,— Cdlcvlz^tQ the per- 
centage of Fe203 to the nearest 0.1 as 
follows: 

Fe20j, per cent == EF X 100 

where: 

E = Fe203 equivalent of the K2Cr207 
solution in grams per milliliter, and 
F == milliliters of K2Cr207 solution re- 
quired by the 1-g. sample used. 
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: :,:^,;; : ALTOINTO O • 
Procedure . 

1 2. Calculate the per- 
centage of AI2O3 to the nearest 0.1 by 
deducting the percentage of Fe203 de- 
termined according to Section 11 from 
the percentage of AI2O3 + Fe203 deter- 
mined according to Section 9. 

Note.— Any titanium and phosphorus that 
may be present will be precipitated with alumi- 
num and ferric hydroxides in the procedure 
specified in Section 9 and are counted as AI2O3. 
Aluminum oxide should not be corrected for 
TiG 2 or P 2 O 6 unless such a correction is expressly 
specified or the determination of the component 
is required. If the precipitations of the hydrox- 
ides are made as directed, little manganese, if 
any, will be retained in the precipitate. 

CALCIUM OXIDE 

Procedure 

13. (a) Acidify the combined filtrates 
obtained in the precipitations of alu- 
minum and ferric hydroxides (Section 9) 
with HCl and evaporate them to a vol- 
ume of about 100 ml. Add 40 ml. of 
saturated bromine water to the hot solu- 
tion and immediately add NH4OH until 
the solution is distinctly alkaline. Boil 
the solution for 5 min. or more, making 
certain that the solution is at all times 
distinctly alkaline. Allow the precipi- 
tate to settle, filter, and wash with hot 
water. Wash the beaker and filter once 
with HNO3 (1:33) that has been pre- 
viously boiled to expel nitrous acid, and 
finally with hot water. Discard the 
precipitate. Acidify the filtrate with 
HCl and boil until all the bromine is 
expelled. Make the solution alkaline 
with NH4OH and bring the solution to 
boiling. Add to the boiling solution 25 
ml of boiling ammonium oxalate (50 g. 
per L), the boiling being continued until 
the precipitated calcium oxalate assumes 
a well-defined granular form. Allow the 
solution to stand for about 20 min. or 
until the precipitate has settled, filter, 
and wash moderately with ammonium 


oxalate; (1 g. per 1.); ' Reserve the filtrate 
and washings. 

(b) Place the. filter ' paper . containing 

'the precipitate, wet, in a platinum. eru-.. 
cible and burn off the paper .at a. low heat. 
Then ignite the precipitate until .the cal- 
cium oxalate is converted to. CaO, redis- 
solve (Note 1) in HCl, and dilute .the solu- 
tion to lOOml. with. water. Add NH4OFI 
in slight excess and bring the solution to 
boiling. If a small amount of hydroxides 
separates at this point, filter it out, 
weigh, and add the amount to that 
found in the original determination of 
AI2O3 + Fe203. Reprecipitate the 

CaO with ammonium oxalate as before 
(Note 2), allow to stand until settled, 
filter, and wash, taking care to avoid an 
excess of the washing solution. Com- 
bine the filtrate with that already ob- 
tained and reserve for the determination 
of MgO (Section 15). 

Note 1. — Add 5 ml. of cold water cautiously 
to the first ignited precipitate and then cau- 
tiously add 10 ml of HCl (1:1). As soft-burnt 
calcium oxide may be too active in slaking, a 
temperature of 1100 to 1200 C. is recommended 
for the ignition of the first precipitate. After a 
little practice it is possible to dissolve hard-burnt 
calcium oxide in this way without explosive 
spattering. 

Note 2. -—If the second precipitate of calcium 
oxalate is so fine as to cause difficulty in filtering, 
or if the precipitate causes bumping, the volume 
of solution may be increased to ISO or 200 ml., 
instead of 100 ml, prior to precipitation, 

(c) Weigh the precipitate as CaO, 
after ignition and heating at 1100 to 
1200 C. to constant weight in a weighed, 
covered platinum crucible. 

(d) Blank —Mzke a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(e) CafcwlalwM.— Calculate the pei- 
centage of CaO to the nearest 0.1 by 
multiplying the weight in grams of CaO 
by 200, (100 divided by the weight of 
sample used (6.5 g.)). 
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MEAGMESIIJM 'OXIDE, 

' Eeagente ■ ^ ■ 

14. Ammonium Nitrate Wash Solu- 
tion —Dissolve 100 ■ g,. , of NH4NO3 '■ 'in , 
water, add 200 ml of NH4OHJ and dilute 

• to' 1' liter, ; 

■Procedure;.'.',, 

15, (a) Acidify the filtrates reserved 
in the determination of CaO (Section 13) 
with HCl and concentrate to about 150 
ml. Add to this solution about 10 ml. 
of (NH4)2HP04 (250 g. per 1.) and cool 
the solution by placing in a beaker of 
ice water. After cooling, add NH4OH 
drop by drop, while stirring constantly, 
until the crystalline magnesium am- 
monium phosphate begins to form, and 
then in moderate excess (5 to 10 per cent 
of the volume of the solution), the 
stirring being continued for several 
minutes. Set the solution aside for at 
least 8 hr, in a cool atmosphere, and 
then filter. 

(b) Redissolve the precipitate thus 
obtained in hot HCl (1:4), dilute the 
solution to about 100 ml, add 1 ml. of 
(NH4)2HP04 (250 g. per L), and then 
add NH4OH drop by drop, while stirring 
constantly, until the precipitate is again 
formed as described and the NH4OH is 
in moderate excess. Cool, allow to 
stand for about 2 hr., filter, and wash 
with two 10-ml. portions of the NH4NO3 
wash solution. Place in a weighed 
platinum crucible, slowly char the paper, 
and carefully burn off the resulting car- 
bon. Ignite the precipitate at 1100 to 
1200 C. to constant weight, taking care 
to avoid bringing the pyrophosphate ‘to 
melting. 

(c) Blank. -—Make a blank determina- 
tion, following the same procedure and 
using the' same amounts of reagents, 
and correct the results obtained in the 
analysis accordingly. 

(d) CaIculation.---CalculB.te the per- 
centage of MgO to the nearest 0. 1 as 
follows: 


MgO, per cent' W X 72.4 

where: 

W = grams of Mg2P207, and ‘ 

72.4 == molecular ratio of 2MgQ to 
Mg2P207 (0.362) divided by 
weight of sample, used,' {0'.S,;g.) 
and multiplied by 100. 

SULFUR TRIOXIDE ■ V 

Procedure 

16. (a) To 1 g. of the sample add 25 
ml. of cold water and 5 ml of HCL 
Heat the solution and grind the material 
with the flattened end of a glass rod 
until it is evident that decomposition 
of the cement is complete. Dilute the 
solution to 50 ml. and digest on a steam 
bath for 15 min. Filter, and wash the 
residue thoroughly with hot water. 
Dilute the solution to 250 ml and heat 
to boiling. Add slowly, drop by drop 
from a pipette, 10 ml. of hot BaCb (100 
g. per L) and continue the boiling until 
the precipitate is well formed. Digest 
the solution on the steam bath for at 
least 3 hr., preferably overnight. Filter 
the precipitate, wash, place the paper 
and contents in a weighed platinum 
crucible, and slowly char and consume 
the paper without inflaming. Then 
ignite and weigh the BaS04. 

(b) Blank. — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(c) Calculation. — Calculate the per- 
centage of SO3 to the nearest 0.1 as 
follows: 

SO3, per cent — WX 34.3 

where: 

W = grams of BaS04, and 
34.3 = molecular ratio of SO3 to BaS04 
(0.343) multiplied by 100, 

(i) Optional Procedure. — The acid 
filtrate obtained in the determination of 
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the insoluble residue (Section 28) may 
be used for ■ the determination of SO5 
instead of using a separate sample. 

' SULFIDE SULFUR 

Apparatus 

17. Gas Generating Flask , — Connect a 
dry 500-ml. boiling flask with a long- 
stem separatory funnel and a small con- 
necting bulb by means of a rubber 
stopper. Bend the stem of the funnel 
so that it will not interfere with the 
connecting bulb, adjust the stem so that 
the lower end is close to the bottom of 
the flask, and connect the opening of 
the funnel with a source of compressed 
air. Connect the bulb with an L-shaped 
glass tube and a straight glass tube 
about 20 cm. in length. Insert the 
straight glass tube in a tail-form, 400-ml. 
beaker. A three-neck Woulff bottle 
with a long glass tubing in the middle 
opening, placed between the source of 
compressed air and the funnel, is a con- 
venient aid in the regulation of the air 
flow. If the air contains H2S or SO2, 
a solution of lead acetate or some other 
suitable absorbent shall be used in the 
bottle. Rubber used in the apparatus 
shall be of a pur e-gum grade low in 
sulfur and shall be cleaned with 
warm HCL 


sediment on the bottom' of' the bottle. 
Standardize the solution against about, 
0.15 g.' of sodium oxalate oxidimetric 
standard furnished by the National Bu- 
reau of Standards (standard sample No,. 
40) according to the directions furnished, 
with the sodium oxalate. 

(c) Standard Sodium TMasulfak Solu- 
tion {0,03 iV).— Prepare a solution of 
Na2S203 on' the basis ' of 7.4 g. of 
NasSsOrSHgO per liter. 

(d) Standard Potassium lodate Solution 
{0,03 N ), — Prepare a solution of KlOg 
and KI on the basis of 1.12 g. of KIOs 
and 12 g. of KI per liter. Standardize 
the solution as follows : To a cool solution 
of 1 g. of KI in 300 ml of water and 10 
ml. of HCl in a 500-mL flask, add about 
25 ml, of the standard KMn04 solution, 
swirl the solution gently, stopper the 
flask, and let stand for 5 min. Titrate 
the liberated iodine with the standard 
Na2S203 solution until the color nearly 
fades. Add 2 ml. of the starch solution, 
continue the titration until the blue color 
is destroyed, and back-titrate with the 
standard KMn04 solution (Paragraph 
(6)) until the blue color just reappears. 
Repeat the titration with the KIO3 solu- 
tion substituted for the KMn04 solution. 
Calculate the sulfur equivalent of the 
standard KlOg solution in grams per 
milliliter as follows: 


Reagents 

18. (a) Starch Solution , — ^To 100 ml. 
of boiling water, add a cool suspension 
of 1 g. of soluble starch in 5 ml. of 
water and cooL Add a cool solution of 
1 g. of NaOH in 10 ml. of water, then 3 g. 
of KI, and mix thoroughly. 

(5) Standard Potassium Permanganate 
Solution {0.03 iV).— Prepare a solution of 
KMn04 on the basis of 0.94 g. per liter. 
The solution should not be filtered 
through any filter containing organic 
matter. It is most convenient to siphon 
ofi clear solution without disturbing the 



A XCXUX0.239 2 
BXDXF " 

where: 

E == sulfur equivalent of the KlOg solu- 
■ ■ tion in grams per milliliter^ 

4 = grams of Na2C204 used in the stand- 
ardization of the KMn04 solution, 

B == milliliters of KMnOi solution' re- 
quired by 4, 

C ' milliliters of KMn04 solution used 
in the , standardization;, of ^ the KIOs, 
solution, 

D «= milliliters of Na2S208, solution re- 
quired by C, ' ^ 
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F = ;:mfllMters of ' KIGa solution used in 
■ ^ the standardization of the KIO3 
: solution, and ' . ■ ' 

G === milliliters' of NagSgOg solution re- 
, quired by F. : 

NOTE^—One milliliter of a normal solution of 
KMnOi or KIOs is equivalent to 0.06701 g. of 
Na 2 C 204 or 0.01603 g. of sulfur. The number 
0.2392 is obtained by dividing 0.01603 by 
0.06701* The KIO 3 and KMn 04 solutions 
should be standardized frequently, but, as the 
NagSaOs solution is more stable, the KlOg solu- 
tion may sometimes be standardized against the 
the NaaSaOs solution alone and without the last 
values of i4, B,C, and D being changed. 

(e) Stannous Chloride Solution . — ^To 
10 g. of SnClg *21120 in a small flask, add 
7 ml. of HCl (1:1), warm the mix- 
ture gently until the salt is dissolved, 
cool the solution, and add 95 mi. of 
water. This solution should be pre- 
pared as needed, as the salt tends to 
hydrolyze. 

(/) Ammoniacal Zinc Sulfate Solu- 
tion. — Dissolve 50 g. of ZnS04*7H20 in 
150 ml. of water and 350 ml. of NH4OH. 
Filter the solution after allowing it to 
stand at least 24 hr. 

(g) Ammoniacal Cadmium Chloride 
Solution.-^'DissolYe^ 15 g. of CdClg *21120 
in 150 ml. of water and 350 ml. of 
NH4OH. Filter the solution after allow- 
ing it to stand at least 24 hr. 

Procedure 

19. {<£) Place 15 ml. of the ammoniacal 
ZnS04 solution (Note 1) and 285 ml. of 
water in the beaker. Put 5 g. of the 
sample (Note 2) and 10 ml. of water in 
the flask and shake the flask gently to 
wet and disperse the cement completely. 
This step and the following one should 
be performed rapidly to prevent the 
setting of the cement. Connect the 
flask with the funnel and bulb. Add 25 
ml. of the S11CI2 solution through the 
funnel and shake the flask. Add 100 
ml of HCl (1:3) through the funnel and 
shake the flask. During these shakings, 


keep the funnel closed and the delivery 
tube in the ammoniacal ZnS04 solution. 
Connect the funnel with the source of 
compressed air, open the funnel, start a 
slow stream of air, and heat the flask 
and contents slowl}^ to boiling. Con- 
tinue the boiling gently for 5 or 6 min., 
cut off the heat, and continue the passage 
of air for 3 or 4 min. Disconnect the 
delivery tube and leave it in the solution 
for use as a stirrer. Cool the solution to 
20 to 30 C. (Note 3), add 2 ml of the 
starch solution and 40 ml of HCl (1:1),, 
and titrate immediately with the stand- 
ard KIO3 solution until a persistent blue 
color is obtained (Note 4). 

Note 1.— In general the ZnS 04 solution is 
preferable to the CdCl solution because ZnSOi 
is more soluble in NH4OH than is CdCh- The 
CdCh solution may be used when there is doubt 
as to the presence of a trace of sulfide sulfur, 
as the yellow CdS facilitates the detection of a 
trace. 

Note 2. — If the content of sulfur exceeds 
0.20 or 0.25 per cent, a smaller sample should 
be used so that the titration with the KIOi 
solution will not exceed 25 ml. 

Note 3. — The cooling is important, as the 
end point is indistinct in a warm solution. A 
part of the NH4OH is lost during the distilla- 
tion and the remaining NH4OH reacts with 
acid, raising the temperature of the solution 
a few degrees without rendering the end point 
uncertain. 

Note 4.— If the content of sulfur is appreci- 
able but not approximately known in advance, 
the result may be low due to the loss of HaS 
during a slow titration. In such a case the 
determination should be repeated with the 
titration carried out more rapidly. 

{b) Blank. — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(c) Calculation. — Calculate the per- 
centage of sulfur (Note 5) as follows: 

Sulfur, per cent =* EV X 20 

where: 

£ sulfur equivalent of the KIO3 solu- 
tion in grams per milliliter, 
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V niilliliters; of ^ KIOs, solution re- 
' quired by the sample, and^ 

20 == 100 divided by the weight of 
, sample, used (5 g.). 

Note 5 —Sulfites, thiosulfates, and other 
compounds intermediate between sulfides and 
sulfates are assumed to be absent If such 
compounds are present, they may cause an 
error in the determination. 

LOSS OH IGNITION 
Procedure 

20. (a) Heat 1 g. of the sample in a 
weighed, covered platinum crucible of 
20 to 25-mL capacity, as follows, using 
either Method A or B as specified. 

(h) Method A. — Place the crucible in 
a hole in an asbestos board clamped 
horizontally, so that about three fifths 
of the crucible projects below the board, 
and beat at a full red heat (900 to 1000 
C.) for IS min.; check the loss in weight 
by a second heating for 5 min. Take 
care to wipe off particles of asbestos that 
may adhere to the crucible when with- 
drawn from the hole in the board. 
Greater neatness and shortening of the 
time of heating may be secured by mak- 
ing a hole to fit the crucible in a cir- 
cular disk of sheet platinum and placing 
this disk over , a somewhat larger hole 
in an asbestos board. 

(c) Method B, — Place the crucible in 
a muffie furnace at any temperature be- 
tween 900 and 1000 C.> for IS min., and 
check the loss in weight by a second heat- 
ing for S min. 

{d) Calculation, — Calculate the per- 
centage of loss on ignition to the nearest 
0.1 by multiplying the loss in weight 
in grams by 100. 

SODIUM OXIDE AND POTASSIUM 
OXIDE 

Reagents 

21. {a) Chloroplatinic Acid Solution 
(50 g. per 1). — Dissolve S g. of H2PtCl6- 
OHoO in water and dilute to 100 ml 


(h) Gladding Wash Solution,— Dh- 
solve 100 g. of Ntl^Cl in water, dilute to 
SOO ml, and , add: to , the .solution, an, 
amount of K2PtCl6' that is more than 
sufficient to make a saturated solution 
(about 1 g.). ■ Shake , the' ,m.ixtu.re fre- 
quently, for 6 to 8 hr., allow it to stand 
at least 1.2 hr., and filter. The residue 
may be used for the ' preparation ,of a 
new supply of the wash solution. 

Procedure 

22. (a) Weigh 5 g. of the sample of 
finely pulverized cement and mix it with 
1 g. of NH4CI by grinding the two 
together in an agate mortar. Add 4 g. 
of CaCOs to the mixture and continue 
the grinding until the ingredients are 
thoroughly mixed. Place about 0,5 
cm, of CaCOs on the bottom of a 40 to 
60-mL platinum crucible, add the above 
mixture to the crucible, and cover the 
mixture with about O.S cm. of CaCOg. 
Mount the crucible through a hole in an 
asbestos board about 0.3 cm. in thick- 
ness, so that the crucible^rojects about 
1 cm. above the board. Cover the cru- 
cible with a well-fitting cover and set a 
platinum crucible containing water on 
it. The purpose of the second crucible 
is to prevent the loss of alkali by vola- 
tilization, and this crucible must be kept 
filled with water through the entire 
period of ignition. Heat the crucible at 
a very low temperature at first and 
gradually raise the temperature within 1 
hr. to a bright red heat. At no time 
should the temperature be raised so 
fast that white NH4CI fumes can be seen 
issuing from .the crucible. Finally, ig- 
nite the crucible at 900 to 1000 C. for 1 
hr, 

(b) With the aid of hot water, remove 
.the sintere.d , material;, from\,the .cimcff^ 
and, let the sinter 'digest , with 'about. 150 
ml., of water in',,a,;GasseroIe..:.on'::a, water 
bath for, about 4 .hr,., • If .there are;;still 
lumps in the ..casserole, break them' up 
with a pestle or glass rod. Allow the 
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mixture to digest on the water ^batli 4 
hr. ^ more, or' longer. Boil the mixture 
for 1: min.,, allow the residue to ; settle, 
and decant, the dear solution through a 
, .filter paper, into, a large beaker. Add, 
30 ml. of water to the casserole, bring the 
mixture, to', a boil, .allow, the, residue to 
settle,. ,' and decant the clear filtrate 
. through' the, same filter paper (Note). 
Perform three more times this addition 
of water and decantation. Finally, wash 
the residue into the filter paper, rinse the 
casserole, and wash the residue once with 
..hot water. 

Note. — II it is desired to speed up the work 
without allowing the residue to settle so as to 
give a clear solution to decant easily, filter the 
solution at once, leaving as much of the residue 
in the dish as possible, discharge the filtrate held 
in the stem of the funnel by tapping the funnel 
or lifting the filter paper a little out of the fun- 
nel, and wash the residue on the filter paper 
back into the dish. 

(c) Combine the filtrates and washings 
and evaporate them to about 50 ml. 
Add 3 or 4 g. of (NH4)2C03 to the solu- 
tion, and boil it for 1 min. Filter the 
solution, and wash the residue six times 
with cool (NH4)2C03 (1.0 g. per 1.) that 
contains a little NH4OH, Add 10 mi. 
of ammonium oxalate (50 g« per 1.) and 
2 or 3 ml. of NFI4OH to the filtrate. 
Evaporate the solution to about 20 ml, 
filter into a dish, and wash the residue 
with hot water. Add 1 ml. of H2SO4 to 
the. filtrate and evaporate it to dryness. 

(d) Ignite the residue in the dish 
carefully until the excess H2SO4 is driven 
off and then raise the temperature to a 
dull red heat. Cool the dish, dissolve 
the residue in 50 ml. of water, and add 2 
ml. , of, ammonium oxalate (50 g. per 1.) 
and 2 or 3, ml. of NH4OH to the solution. 
Evaporate the solution to about 10 ml, 
filter the solution into a platinum' dish, 
and , wash , the residue with hot water. 
Add 0.5 ml. of H2SO4 to the filtrate and 
evapo,rate it. to dryness. . Ignite, the 


residue, gradually ' raising the tempera- 
ture to 600 to 700 C., until all the excess 
H2SO4 and ammonium salts are expelled. 
Cool the dish, dissolve the residue in a 
small amount of water, evaporate the 
solution to dryness, ignite the residue 
at 600 to 700 C. for 15 min., cool it in a 
desiccator, and weigh. Dissolve the 
residue in about 20 ml. of hot water and 
filter the solution. Wash the filter paper 
with hot water and put it in the dish. 
Ignite carefully until the paper is con- 
sumed and then continue the ignition 
at 600 to 700 C. for 10 min. Cool the 
dish in a desiccator, and weigh. The 
difference between these two weights 
represents the weight of the alkali as 
Na2S04 and K2SO4. 

(e) Add 1 to 2 ml. of HCl to the fil- 
trate in a vessel made of glass, silica, 
or porcelain and evaporate it to about 
10 mi. To the solution, add 6 ml. of 
the solution of chloroplatinic acid for 
each 0.10 g. of the mixed sulfates and 
add 3 ml. in excess. Evaporate the 
solution on a water bath to a thick sirup, 
carrying this evaporation as far as pos- 
sible without allowing the solution to go 
to dryness. The sirupy solution should 
solidify on cooling. Add 100 ml. of 
ethanol (85 per cent) to the solution, 
while stirring thoroughly, and allow 
the precipitate of potassium chloro- 
platinate (K2PtCl6) to settle for just 3 
hr. Filter the clear liquid through a 
dried and tared Gooch crucible wdth a 
mat of asbestos or a fused-in fritted- 
glass disk. Wash the precipitate five 
times by decantation with ethanol (85 
per cent) and then rinse the crucible 
three times with the ethanol. Wash 
the precipitate three times by decanta- 
tion with the Gladding wash solution, 
stirring the precipitate thoroughly each 
time. Transfer the precipitate to the 
crucible with the Gladding wash solu- 
tion, taking care that none remains in 
the original vessel, and finally wash the 
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cmdble and contents, six times witli 
ethanol (85 'per cent), : Dry the crucible 
at 105 to 110^ G* for at least 3 hr. Cool,, 
and weigh it. The: difference between 
these two weights represents the weight 
of KaO. as.KsPtCh. 

(f) Make a blank determina- 
tioUj following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the 
analysis accordingly. 

(g) Calculation . — Calculate the per- 
centages of NaaO and K 2 O to the nearest 
0.01 as follows: 

Na 20 , per' cent == ■ 

(Wi - W 2 X 0.3584) X 8.728, and 

KaOj per cent = 1^2 X 3.874 

where: 

Wi = grams of Na 2 S 04 + K 2 SO 4 , 
W 2 = grams of K 2 PtCl 6 , 

0.3584 = molecular ratio of K 2 SO 4 to 
KsPtCle, 

8.728 = molecular ratio of Na 20 to 

Na2S04 (0.4364) divided by 

the weight of sample used 
(5 g.) and multiplied by 100, 
and 

3,874 = molecular ratio of K 2 O to 

KgPtCie (0.1937) divided by 

the weight of sample used 
(5 g.) and multiplied by 100. 

WATER-SOLUBLE ALKALI^ 

Note. — The determination of water-soluble 
alkali according to Section 23 should not be con- 
sidered as a substitute for the determination of 
total alkali according to Section 22. Moreover, 
it is not to be assumed that in the procedure of 
Section 23 ail water-soluble alkali is obtained 
that may be in the cement. A uniform method 
is essential where there is a specified limit on the 
content of water-soluble alliali or w'here several 
lots of cement are compared on the basis of 
water-soluble alkali, 

8 The procedure for deteriniining water-soluble alkali 
as described in Section 20 is identical in substance with 
Section F-3h of the Federal Specification lor Masonry 
Cement (SS-C-181b, Jantiary 12, p38) in regard to leach- 
ing of cement. The differences in the treatment of the 
combined filtrates should not produce an appreciable 
difference in the results. 


Procedure 

23. (a) Weigh 25 to 150 g. of the 
sample (Note 1) into a' large beaker and 
add 250 ml. of water to the cement, while 
stirring thoroughly (Note 2). Let the 
mixture stand for 30 min. at room tem- 
perature, stir it again, and. filter. , it 
through a Buchner funnel. , Return the 
residue to the original beaker, .rinse the; 
funnel with 150 ml of water into the 
beaker, stir the mixture thoroughly, and 
let it stand 30 min. at room tempera- 
ture. Again stir the solution and filter 
it through the Buchner funnel. Return 
the residue to the beaker and rinse the 
funnel with 100 ml of water into the 
beaker. Stir the mixture thoroughly, 
and let it stand 30 min, at room tempera- 
ture. Stir it and filter it as before, 
discard the residue without washing, 
and complete the determination as de- 
scribed in either Paragraphs (b) to (d) 
or Paragraph (e) (Note 3), 

Note 1. — The amount of sample taken for 
analysis depends on the content of water- 
soluble alkali, varying from, 25 g. for 0.5 per cent 
or more to 150 g. for O.l per cent or less. 

Note 2.—- As the amount of water-soluble 
alkali obtained depends on the manner in which 
it is leached out of cement, it is important that 
the procedure be followed closely. 

Note 3. — In most cases the procedure de- 
scribed in Paragraphs 0) to (d) is to be pre- 
ferred because it is simpler and usually gives all 
the data necessary. 

(b) Follow the procedure as described 
in Section 22 (c) and (d). 

(c) Blank. — Make a Wank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

{d) Cate^tom'/^,-~™CalGulate as Na 20 
the percentage of water-so.luble, a,lkali 
to the nearest 0.01 as followsr 

■■ ' 'Air X'43.64, ^ 

NasO,. per cent »■ 
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where:. 

W = grams of 'Na2S04 + K2SO4, 

S ■ ;: = and 

43.64 = molecular ratio of Na20 to 
Na2SG4 (0.4364) multiplied by 

(e) If.it is required that water-soluble 
alkali be reported as water-soluble Na20 
and water-soluble K2G, follow the pro- 
cedure as described in Section 22, start- 
ing with Paragraph (c) and making the 
necessary changes in the formulas of 
Paragraph (g) due to the weight of 
sample taken for analysis. If desired, a 
measured portion of the combined fil- 
trates may be taken for the steps follow- 
ing the leaching in order to avoid the use 
of a large amount of chloroplatinic acid. 

PHOSPHORUS PENTOXIDE 
Reagents 

24. (a) Ammonium Molybdate Solu- 
tion . — Dissolve 100 g. of molybdic acid 
(85 per cent M0O3) in a mixture of 400 
ml of water and 100 ml. of NH4GH and 
cool the solution to room temperature. 
While stirring constantly, pour this solu- 
tion very slowly into a cooled mixture of 
600 ml. of water and 400 ml of HNO3. 
No precipitate should form that does not 
redissolve upon stirring. Add 1 drop 
of (NH4)2HP04 (250 g. per 1.) to the 
solution, shake it thoroughly, and allow 
it to stand at least 24 hr. before use. 
Filter portions of the solution as needed. 

(b) Magnesia Mixture . — Dissolve 50 
g. of MgCl2*6H20 and 100 g. of NH4CI 
in 500 ml. of water. Make the solution 
slightly alkaline with NH4OH and allow 
it to stand at least 12 hr. Filter the 
solution, acidify it with HCl, and dilute 
to. 1 .liter. 

Procedtire 

„ 25, (a) Weigh. 1 to 3 g. of the .sample 
(Note) and 10 g. of NH4NO3 into a 
150-ml. beaker. Mix the contents, treat 
with 10 ml. of HNG3, and stir quickly, 
using the flattened end of a glass rod to 


crush lumps of cement, until the cement 
is completely decomposed and the thick 
gel of Si02 is broken up. Cover the 
beaker witli a watch glass, place it on a 
water bath or a hot plate at approxi- 
mately 100 C. for 15 to 20 min., and stir 
the contents occasionally during the 
heating. Add 20 ml. of hot water to the 
beaker and stir the contents. If the 
cement contains an appreciable amount 
of manganese, as shown by the presence 
of a red or brown residue, add a few milli- 
liters of NaN02 (50 g. per I.) to dissolve 
this residue. Boil the contents of the 
beaker until all nitrous fumes are com- 
pletely expelled. This should not take 
more than 5 min., and water should be 
added to replace any lost by evaporation. 
Filter into a 500-mI. Erlenmeyer flask 
under suction and with a platinum cone 
to support the filter paper, and wash the 
residue of Si02 until the volume of 
filtrate and washings is about 150 ml. 

Note. — The amounts of sample and re- 
agents used depend on the content of phosphorus 
in the cement. The minimum requirements 
are sufficient if the cement contains 0.5 per cent 
P 2 O 6 or more. The maximum amounts are re- 
quired if the content of P 2 O 6 is 0.1 per cent or 
less. 

{h) Heat the solution to 85 C. and add 
50 to 100 ml. of the ammonium molyb- 
date solution. Stopper the flask and 
shake it vigorously for 5 min., then set 
aside for 30 min. Filter the precipitate, 
rinsing the flask five times and washing 
the filter paper eight times with cold 
KNO3 (10 g. per L). Put the original 
flask under the funnel containing the 
precipitate. Pour 25 ml. of NH4QH 
(1:4) over the precipitate and around 
the upper edges of the filter paper until 
the precipitate is entirely dissolved. 
Wash the paper three times wdth cold 
water, twice with HCl (1:1), and 
finally three times with cold water. 
Acidify the solution with HCl and add 
to it 1 ml. of citric acid (350 g. per 1.) 
to hold traces of iron, if any, in solution. 
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'"(£:);,CgoI thC' solution to room tern-, 
.peratiire and .transfer it to a 400-'mL 
beaker.' The volume should now be 
about,' 150 .ml. , Add 25 mi. of the mag- 
nesia mixture to the solution, and then, 
while stirring constantly, add drop by 
drop 50 ml. of NH4OH at such a rate 
that 5 min. are required for the addition. 
Allow the mixture to stand 4 hr. or 
longer. Filter the precipitate, and wash 
it a few times with NH4OH (1:20). 
Dissolve the precipitate into the original 
beaker by pouring 25 ml. of HCl (1:1) 
on the precipitate. Wash the filter 
paper thoroughly with HCi ( 1 : 20 ). 
With the washings and water, dilute the 
solution to 50 to 100 ml, and add 1 to 
2 ml. of the magnesia mixture. While 
stirring constantly, add NH4OH slowly 
to the solution as before. Allow the 
mixture to stand 2 hr. or longer. Filter 
the precipitate, scrub and rinse the 
beaker, and wash the precipitate ten 
times with NH4OH (1:20). Ignite the 
precipitate in a weighed crucible at 1100 
to 1200 C. to constant weight. 

(d) Blank , — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

{e) Calculation , — ^Calculate the per- 
centage of P 2 O 5 to the nearest 0.01 as 
follows: 

W X 63,79 
PaOa, -per cent' = r 

,, where: 

W = grams of Mg 2 P 207 , 

5 = grams of sample used, and 

63,79 == molecular ratio of P 2 O 6 to 
Mg 2 P 207 (0.6379) multiplied 
by 100. 

MANGANIC .OXIDE 

Reagent 

26. Standard Sodium Ar senile Solu- 
tion (I ml — 0,0003 g. M%Oa).— Dis- 


solve in 100 mi. of water, 3.0 g. ol 
Na 2 C 03 and then 0.90 g. of ■AS 2 O 3 , heat- 
ing the niixture untik the solution is as 
complete as possible. If the soliition, is 
not clear or contains a residue, filter the 
solution. Cool it to room temperature, 
transfer to a volumetric flask, and diJiite 
to 1 liter. 

' .Dissolve 0.58 g. of KMnC )4 ini liter 
of water and standardize it against; 
about 0.03 g. of sodium oxalate oxidi- 
metric ' stanciard furnished : by the Na- 
tional Bureau of Standards (standard 
sample No. 40) according to the direc- 
tions furnished with the sodium oxalate. 
Put 30.0 ml of the KMn 04 solution in a 
250-mL Erlenmeyer flask. Add 60 ml. 
of HNO3 (1:4) and 10 ml, of NaNOa 
(50 g. per L) to the flask. Boil the 
solution until the HN(32 is completely 
expelled. Cool the solution and add 
sodium bismiithate (NaBiOs), and finish 
by titrating with, the standard NaAs 02 
solution in the manner described below 
for the determination of manganese in 
cement. Calculate the Mn203 equiv- 
alent of the NaAs 02 solution in grams 
per milliliter as follows: 

' A X 7.08" 

where: 

E == Mn 203 ec|iiivalent of the NaAs02 
solution in grams per iniiiiHter, 
A = grams of Na 2 C 204 , 

B = milliliters of .KMn 04 , solution 
required by the .Na 2 C 204 used,. 
C = milliliters of NaAs02 solution 
required by. 30.0 ml. of .KMn 04 . 
solution, and 

7.08 = molecular ratio , of , Mn 203 to 5 
Na 2 G 204 (0.236) multiplied by 
30.0 (milli, liters .of ' KM'riO^ .solu-. 
tion).'. 

Procedure 

27. (a) .Weigh. 1.0, to ,3.0 , g. of the 
sample (Note 1) into a, ,.2,50-mL beaker. 
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and treat .it' with 5 to 10 mi. of water 
and then with 60 to 75 ml of liNOa 
(1:4)., ,' Boil .the. mixture' until the solu- 
tion is '.as .complete as possible.' Add 
10 ml. of NaN02 (SO g. per 1.) to the solu- 
tion and boil it until the PIN02 is com- 
pletely expelled (Note 2), taking care 
not. to allow the' volume of the ■ solution 
to become so small as to cause the pre- 
cipitation of gelatinous Si02. There 
may be some separated Si02, which may 
be ignored, but if there is still a red or 
brown residue, use more NaN02 (50 g. 
per 1.) to effect a complete decomposi- 
tion and then boil again to expel the 
HNO2. Filter the solution into a 250- 
ml. Erlenmeyer flask and wash the filter 
paper with water. 

Note 1. — The amount of cement taken for 
analysis depends on the content of manganese, 
varying from 1 g. for about 1 per cent of MnaOj 
to 3 g. for 0.25 per cent or less of Mn^O^. 

Note 2, — When NaN02 is added, the expul- 
sion of HNO 2 by boiling must be complete. 
If any HNO 2 remains in the solution, it will react 
with the added NaBiOa and decrease its oxidiz- 
ing value. If there is any manganese in the 
cement, the first small quantity of NaBiOj 
should bring out a purple color. 

(b) The solution should have a vol- 
ume of 100 to 125 ml. Cool it to room 
temperature. To the solution add a 
total of 0.5 g. of NaBiOs in small quan- 
tities, while shaking intermittently. 
After the addition is completed, shake 
the solution occasionally for 5 min. and 
then add to it SO mi. of cool HNO3 (1 -33) 
which has been previously boiled to ex- 
pel nitrous acid. Filter the solution 
through a pad of ignited asbestos in a 
Gooch crucible or a carbon or fritted- 
glass filter with the aid of suction. 
Wash the residue four times with the 
cool HNO3 (1:33). „ Titrate the filtrate 
immediately with the standard solution 
of , AS2O3. The end point is. reached 
when, a yellow color .is . obtained free.. of 
brown or purple tints and it does not 
change upon further addition of AS2O3. 


. (c). : Blank. —Ma^ke^ Msink .determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(d) Calculation —Cailcnhte the per- 
centage of Mn203 to the nearest 0 .()i as 
follows: 

EV' 

Mn202, per cent = — X 100 
o 

where: 

E = Mn203 equivalent of the NaAs02 
solution in grams per milliliter, 
V = milliliters of NaAs02 solution re- 
quired by the sample, and 
S == grams of sample used. 

INSOLUBLE RESIDUE 
Procedure 

28. (a) To 1 g. of the sample, addlO 
ml. of cold water and 5 ml. of HCL 
Warm the solution gently and grind the 
material with the flattened end of a glass 
rod for a few minutes until it is evident 
that decomposition of the cement is 
complete (Note). Dilute the solution 
to 50 ml. and digest for 15 min. at a 
temperature just short of boiling. Fil- 
ter the residue, wash six times with hot 
water, and digest the filter paper and 
contents in 100 ml. of NaOH (10 g. per 
1.), the solution being held at a tempera- 
ture just short of boiling for 15 min. 
Using methyl red as indicator, acidify 
the solution with HCl and add an excess 
equivalent to 4 or 5 drops of HCl. 
Filter and wash the residue 12 to 15 
times with hot NH4CI (20 g. per L). 


® This method or any other method designed for the 
estimation of acid-insoluble substance in any type of 
cement is empirical, because the amount obtained depends 
on. the reagents and the time and temperature of digestion. 
If the amount is large, there may be a little variation in 
duplicate determinations. The directions should be 
followed closely in order to reduce the variation to a mini- 
mum. When the method is used on blended cement, the 
decomposition in acid is considered to be complete when 
the Portland cement clinker is decomposed completely. 
An NH4CI solution is used in the final washing to prevent 
finely ground insoluble material from passing through 
the filter paper. 
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Ignite the residue in a tared crucible 
at 900 to 1000 C., cool it in a desicca- 

tor, and weigh. ■ 

Note. — a sample of Portland cement con- 
tains an appreciable amount of manganic oxide, 
there may be brown compounds of manganese 
which dissolve slowly in cold diluted HCl but 
rapidly in hot HCl in the specified strength. In 
all cases, dilute the solution as soon as decom- 
position is complete. 

(b) Blank , — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(c) Calculation , — Calculate the per- 
centage of insoluble residue to the near- 
est 0.01 by multiplying the gain in weight 
in grams by 100. 

CHLOROFORM-SOLUBLE ORGANIC 
SUBSTANCES^” 

Reagent 

29. Chloroform. — If the blank deter- 
mination as described in Section 30 {e) 
exceeds 0.0015 g., the chloroform should 
be distilled before use. Chloroform re- 
covered in the procedure may be slightly 
acid but can be reused for the portions 
to be shaken with the aqueous acid solu- 
tion of the sample in the l-liter funnel. 
Chloroform used lor washing the filter 
and transferring the extract should be 
fresh or distilled from fresh chloroform. 

Procedure 

30. (a) Place 40 g. of cement in a 
large beaker and mix it with 520 ml. of 
water, starting with a small portion of 
the water and stirring the slurry until 


^ This method was specially designed for the deter- 
mination of y insol resin and tallow in Portland cement, 
although mineral oil, common rosin, calcium stearate, 
and other fatty acid compounds, and probably some 
other substances, if present, will be included in the deter- 
mination. With all tile apparatus set up, an experienced 
operator may be able to complete a determination in about 
3 hr. Extreme care is necessary in the entire procedure. 
The method may be applied to other types of cement be- 
sides Portland cement, although if the cement contains a 
large amount of acid-insoluble matter, the emulsions may 
separate slowly, and less vigorous shaking, more chloro- 
form, and more washing may be necessary. 


it is free of lumps and is of a uniform, 
thick consistency before adding the 
balance of the water. While stirring the 
slurry 'to a uniform suspension, add 
rapidly 185 ml. of HCl in which 10 g. of 
SnCl 2 ‘ 2 H 20 have been dissolved, and 
continue the stirring. ' Wlien the cement 
is completely decomposed, cool, the solu- 
tion rapidly to, room temperature by 
immersion in cold water, while .stirring 
occasionally. Transfer the solution to 
a 1-liter Squibb separatory funnel 
(Note 1) and rinse the beaker with a 
little water. Add 75 ml. of chloroform 
to the solution, rinsing the beaker with 
the chloroform in three portions as it is 
added. Stopper the funnel, shake it 
vigorously for 5 min., and allow the 
water and chloroform to stand IS min. 
to separate. 

Note 1.-— The use of grease, to lubricate the 
stopcocks and glass stoppers of the separatory 
funnels should be avoided. Wetting the stop- 
cocks with water before using will assist in their 
easy operation. 

(5) Draw off the lower chloroform 
layer into a 12S-ml. Squibb separatory 
funnel, including the scum (Note 2) 
with a few milliliters of the aqueous 
solution, making certain that all the 
scum is transferred. Keep the amount 
of the aqueous layer transferred to an 
absolute minimum, since excessive water 
in the 125-mL funnel may result in in- 
complete extraction of the scum/ and 
may cause an, emulsion whidi does not, 
separate, readily. Shake , the funnel vig- 
' orously to insure the CGm.plete extrac- 
tion of the scum. ' Allow the chloroform 
to separate, and draw it into a.,..250-mL 
Squibb separatory funnel which contains 
50 ml. of water and a few drops of HCl, 
making sure to keep the scum behind in 
. the 12S-ml. funnel, ■ , Shake The 2S0-mI. 
funnel, and draw, the chloroform into 
another 2S0-ml. funnel that contains 50 
ml of water, and. a' few ,, drops of HCl. 

. 'Shake this, funnel aS' in the ,case, ,of the 
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first,. 25G“ml. luiineL , When the^ diloro- 
form separatesj/draw it into, an, Erlen- 
meyer flask' (Note 3), taking care not to 
allow' any water, to enter the .flask. 

NotE' 2.— There is usually a dark colored 
scum at' the liquid .interface. It may -contam 
'Ch.iorGform-soluble organic substance after' shak- 
ing, in the., funnel, .where the proportion of water 
to chloroform is great.. It may be, concentrated 
and confined to a small volume by gently twirling 
the funnel after the scum has been drawn into 
the narrower part of the funnel. 

■ Note ' 3.— The liquid is later distilled. No 
cork or rubber stoppers should be used. A 
250- or 300-mL soil analysis flask, fitted with a 
condenser tube by means of a ground joint, is 
satisfactory. The tube may be bent near the 
neck and the remaining part fitted with a w^ater- 
cooling jacket. Chloroform thus recovered 
.may be reused as directed in Section. 29. 

(c) Rinse the original large beaker 
with 25 ml. of chloroform, and add the 
liquid to the 1-liter separatory funnel. 
Carry out the operations as described 
above, retaining the original wash water 
in the 250-ml. funnels. Repeat, using 
another 2S-mL portion of chloroform. 

(if) Distill the combined chloroform 
extracts in the Erienmeyer flask until 
their volume is reduced to 10 to 15 ml. 
Filter the remaining liquid into a 
weighed lOO-ml. glass beaker or platinum 
dish (Note 4) through a small filter paper 
that has been washed with chloroform. 
Rinse the flask and wash the paper with 
several small portions of chloroform. 
Evaporate the extract at a low tem- 
perature (not over 63 C.) to dryness 
(Note 5) and heat it in an oven at 57 
to 63 C. for 3 min. Pass dry air into 
the vessel for 15 sec., cool, and weigh. 
Repeat the heating and weighing until 
two successive weighings do not differ 
by more than 0.0010 g. The higher of 
the last two weights is taken as the true: 
,weight. : 

Note 4.—A platinum dish is , preferable, as 
it,: quickly attains the temperature of the, balance. 
If .a glass .beaker is used, it should be allowed to 


stand in the case of the balance for at least 20 
min. before the weighing. 

Note 5. — Care should be taken in drying the 
extract, as many of the chloroform-soluble organic 
substances are somewhat volatile when heated 
for a long time at even moderate temperatures. 
With protection from the accumulation of dust, 
the solution may be evaporated at room tempera- 
ture overnight. 

When a quick evaporation is desired, the solu- 
tion may be evaporated on a hot plate at a low 
heat under a stream of dry air through a glass 
tube (about 1 cm. in inside diameter) until it is 
about 0.3 cm. in depth. Then remove the vessel 
from the hot plate and continue a slow stream 
of dry air until the residue appears dry. Then 
continue with a more rapid stream of dry air for 
5 min. at room temperature before placing the 
vessel in the oven at 57 to 63 C. After each 
3-min. heating period in the oven, pass dry air 
into the vessel for about 15 sec. before weighing. 
The air may be dried by passing it through a 
cheap desiccant, such as calcium chloride or 
sulfuric acid, followed by a desiccant of high 
efficiency, such as magnesium perchlorate or 
anhydrous calcium sulfate, with care taken to 
avoid the carrying of dust from the desiccant by 
the air. Instead of using compressed air, which 
is often contaminated with oil, dirt, and mois- 
ture, one can place the chloroform solution under 
a bell glass and induce a stream of air through 
the desiccants by means of an aspirator or 
vacuum pump. 

(e) Blank . — Make a blank determina- 
tion, using 40 g. of the cement which is 
ignited at 950 to 1000 C. for 1 hr. 
(Note 6) and reground, following the 
same procedure and using the same 
amounts of reagents, and correct the 
results obtained in the analysis accord- 
ingly. 

Note 6.— Care should be taken to completely 
burn of the organic substance. A lOO-ml. 
fiat platinum dish, in which the sample is well 
spread out, and a muffle furnace are advised 
for this purpose. If such a furnace is not avail- 
able, a large high-temperature burner of the 
Meker type may be used. Thorough stirring 
of the sample should be done frequently-— every 
5 min. when a burner is used, 

if) Calculate the per- 

centage of chloroform-soluble organic 
substances to the nearest 0.001 by mul- 
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tiplying the weight in grams of residue 
(Note 7) by 2.5, (100 divided by the 
weight of sample used (40 g.),) 

Note 7."— If the organic substance in the 
cement is tallow, the residue is the. fatty acids 
resulting from the hydrolysis of the tallow” in the 
hot acid solution, and its w^eight should be 
multiplied by 1.05 to give the weight of the origi- 
nal glycerides in the tallow. If the original 
substance is calcium stearate, the residue is 
stearic acid, and its weight multiplied by 1.07 
gives the weight of calcium stearate. 

FREE CALCIUM OXIBE IN PORTLAND 
CEMENT AND CLINKER 

Reagents 

31. (a) PhenolpMhalein Indicator .' — 

Dissolve 1 g. of phenolphthalein in 100 
ml. of absolute ethanol, and neutralize 
the solution with NaOH dissolved in 
absolute ethanol. 

(J) Glycerol- Ethanol Solvent . — Prepare 
a solution consisting of 1 part by volume 
of glycerol (Note 1) and 5 parts by vol- 
ume of absolute ethanol (Note 2). To 
each liter of this solution add 2 ml. of 
the indicator. The solvent should be 
slightly alkaline (Note 3) to the indica- 
tor. If the solvent is colorless, add a 
dilute solution of NaOH in absolute 
ethanol until a slight pink color appears. 
If the initial color is pink, remove it with 
the standard ammonium acetate solu- 
tion (Paragraph {c)) and add the NaOIi 
solution until a slight pink color appears. 
Heat 60 ml. of the solvent to boiling. 
If the pink color persists, add one small 
drop of the standard solution of am- 
monium acetate (0.02 ml, equivalent to 
O.GOOl g, CaO) to the hot solvent. If 
the pink color does not disappear, the 
solvent contains too much alkali, which 
should be reduced. The solvent, if 
allowed to stand for a considerable length 
of time, may become slightly acid and 
should be checked and, if necessary, re- 
adjusted from time to time. (Note 4.) 

Note 1 . — The glycerol should conform to the 
requirements for glycerol of the Committee on 


Analytical Reagents , of the American ■' Chem- 
ical Society.® .Water is not usually included by 
the m.anufacturer,in the list of impurities on the 
label but is usually present. Tlie water content 
should not exceed about 5 per cent. .The test 
should be made with a pyciioinetcr at, 25 C. and 
the specific gravity at 25/25 C. should be not 
less than 1.249. 

■ Note 2. “-Absolute ethanol may be refilaced 
by anhydrous ethanol denatured according to 
Formula No. 3a or 2b of the U. S. Bureau of 
Internal Revenue. The alcohol is 95 per cent 
ethanol and 5 per cent methanol according to 
Formula No. 3a or 99.5 per cent ethanol and 
0.5 per cent benzol according to Formula No. 
2b, 

Note 3.— While a solvent that is exactly 
neutral at the boiling point is the ideal, it is 
difficult to prepare due to the end point not 
being sharp and the danger of adding too much 
ammonium acetate. The error due to slight 
alkalinity is not more than 0.01, per cent in a 
determination of free CaO and may be disre- 
garded. In preparing the solvent, the end point 
may be better observed if the solvent is put in a 
tall cylinder placed on white paper, The 
solvent may be observed from the top and the 
color matched with that of acidiiied solvent in a 
similar cylinder. 

Note 4. — Glycerol and ethanol are highly 
hygroscopic. Every effort should be made to 
avoid exposing them and other materials un- 
necessarily to water and CO 2 in air. Bottles 
with an outlet near the bottom or fitted with a 
siphon are convenient . They can be filled to the 
top and protected with tubes containing soda 
lime. Condensers may also be fitted with such 
tubes at the top. 

{c) Standard Ammonium Acetate Solu- 
tion (1 mh “ 0.005 g. CaO ). — Prepare a 
standard solution of ammonium acetate 
in absolute ethanol as follows: Dissolve 
16, g. of crystalline ammonium acetate, 
(Note 5) in 1 liter of ethanol. Standard- 
ize this solution .by titrating .against 
pure CaO that is prepared by 
calcining pure calcium carbonate or cal- 
cium oxalate in a platinum crucible,, at. 
900 to 1000 C.' .to constant weight* 
When the calcined CaO has cooled in a 
desiccator, perform the following opera- 
tions in quick succession: grind it.'in an 
agate mortar, weigh out 0.0S,,to 0.06 g.. 
into a dry 200- or 250-m.l. Erlenmeyer'. 
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flask,' and add 60 ml. of the glycerol- 
ethanol solvent to' the flask (Note 6). 
Disp.erse 'the'GaO in the solution, by shak- 
ing .the flask; and attach a' . reflux con- 
denser. ; (Note 7). 'Boil the '.mixture. 
The ebullition, should be positive but 
not so violent as to cause bumping or 
excessive evaporation. Then remove 
the condenser and immediately titrate 
the solution, while near boiling, with the 
standard ammonium acetate solution. 
Replace the condenser and boil the solu- 
tion again. Repeat the titrations at in- 
ter\''ais (Note 8). Shake the flask fre- 
quentl}" between titrations to shorten 
the time required for the boiling. The 
titration is complete when no further 
color appears in the solution during con- 
tinuous boiling for 1 hr. (Note 9). Cal- 
culate the CaO equivalent of the am- 
monium acetate solution in grams per 
milliliter by dividing the weight of CaO 
used by the ^'olume of solution required. 

Note 5. — Ammonium acetate is generally 
sold in a damp condition and should be as dry 
as possible. It may be dried over a drying agent 
for two weeks or more. 

Note 6. — Sometimes pure CaO will cake on 
the bottom of the flask, particularly if the 
glycerol is anhydrous. This trouble may be 
avoided by putting a few grams of clean, dry 
quartz sand in the flask before the introduction 
of CaO and solvent. 

Note 7. — If a new stopper is used and has 
white powder on it, it should be thoroughly 
washed before using. A glass tube about 6 
mm. in diameter and 50 to 100 cm. in length 
may be used as an air-cooled condenser, but a 
short condenser is not recommended because 
a loss of alcohol is liable to occur through evapor- 
ation. In such a case it is necessary to add 
neutralized ethanol from time to time to main- 
tain the same proportion of glycerol to ethanol. 
If the proportion is greater than one to three, 
a partial decomposition of cement may take 
place. Instead of an ordinary flask, plain 
tubing, and a stopper, a flask with a ground-in 
glass stopper and condenser tube may be used, 
preferably one with a standard- taper joint. A 
water-cooled condenser is the most satisfactory 
and it may be as short as 1 ft. Some loss of 
alcohol may also occur through dripping from 


the condenser during the titrations and should 
be compensated for by the addition of neutral- 
ized ethanol. 

Note 8.^ — In general the intervals may be 20 
min. but they will chiefly depend on the rapidity 
of the dissolution of CaO. They may be 5 to 10 
min. in the beginning and then be increased to 
30 min. or 1 hr. in the end. H the solution 
contains a large amount of dissolved CaO and 
its boiling is continued a long time without 
titration, crystals (probably calcium glyceride) 
may form which dissolve slowly and increase 
the time required for the completion of the 
titration. 

Note 9. — The end point will not be the same 
for a hot solution and a cold solution, especially 
when a large amount of calcium acetate is pres- 
ent. The titration should always be carried out 
while the solution is boiling hot. If the end 
point is determined accurately, the solution will 
turn pink upon cooling, and this can serve as 
evidence that the end point has not been greatly 
overstepped. 

Procedure 

32. (a) Weigh 1 g. of finely ground 
clinker or cement (Note 1) into a flask, 
add 60 ml. of the solvent to the flask, 
and proceed as in the standardization 
of the ammonium acetate solution (Sec- 
tion 31 (c)). The end point is con- 
sidered to be reached when the content 
of free CaO in the sample does not in- 
crease by more than 0.05 per cent during 
the last 2 hr. of boiling (Note 2). 

Note 1. — The method is designed especially 
for fresh clinker. As the method does not 
difl'erentiate between free CaO and free Ca(GH) 2 , 
any free Ca(OH )2 that may be present wdll be 
included in the determination and calculated as 
free CaO. The method may be applied to 
cement or aged clinker, if desired, but the pos- 
sibility of the presence of free Ca (OH ) 2 should 
be kept in mind. 

The sample should be fine enough to pass 
completely through a standard No. 200 (74- 
micron) sieve. If it is not, take about 1.2 g. 
of the sample and sieve it with a small clean 
No. 200 (74-micron) sieve. Grind the residue 
in an agate mortar until it is fine enough to pass 
through the sieve. Mix all the screenings and 
ground residue thoroughly, grind slightly over 
1 g. rapidly in the agate mortar for 2 or 3 min., 
and take 1 g. for the determination of free CaO. 
Avoid unnecessary exposure of the sample 
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to tlie 'atmosphere. ' If the sample is fine 
enough to pass completely through the sieve, 
grind: slightly over 1 g. as above before weighing 
'I g., for the determination. , 

Note ' 2. "—No excess of ammonium acetate 
should be added at any time because an excess 
of it may react with calcium aluminate and 
silicates. To avoid such excess, use a small 
burette or measuring pipette fitted wdth a glass 
stopcock or a rubber pinchcock and small tip 
which delivers about SO drops per milliliter. If 
the titrations are far apart and the reagent 
evaporates in the tip, a few drops may be dis- 
carded before each titration and the drops used 
in titration may be counted and converted in 
terms of milliliters. It is a good precaution to 
allow a slight pink color to remain in the solution 
after each of the early titrations. 

Vigorous boiling is more essential with cement 
than with pure CaO and, if possible, should 
be so conducted that it is not necessary to shake 
the flask vigorously at intervals. The flask 
should not be shaken vigorously while it is 
disconnected from the condenser because the 
solvent, if superheated, may boil, expel alcohol 
vapor, and then draw in air carrying water and 
CO 2 . A good procedure is to bring the solution 
and sample to boiling rapidly over a bunsen 
flame in the beginning before placing the flask 
on a hot plate and connecting it with the con- 
densen If there is a tendency to bump, it 
may be reduced by adding glass beads or pure 
quarta sand to the flask or putting a thin mat 
of asbestos between the flask and the hot plate. 

If in the final titrations there is doubt as 
to the exact end point, add a drop of the indi- 

ALTERNATE 

Note.— "The alternate methods described in 
Sections 33 to 52, inclusive, are provided for 
those who wish to use procedures shorter or more 
convenient than the preceding ones for the 
routine determination of certain components. 

In case of dispute, results obtained in accordance 
with Sections 8 to 32, inclusive, shall govern. 

SILICOB-' DIOXIDE 

Alternate Method 

Procedure 

33. {a) Mix thoroughly 0.5 g. of the 
sample and about 0.5 g. of NH4CI in a 
SO-mi. beaker, cover the beaker with a 
watch glass, and add cautiously 5 ml. of 
HCi, allowing the acid to run down the 


cator to the quiescent liquid, in the flask and 
carefully observe the point where the indicator 
' strikes the liquid . If no color appears, the end 
point has been reached. ' If. the sample settles 
during boiling and leaves a partially clear layer 
of solution, another .way to .overcome difficulty, 
in discerning a change in the color of the solution 
is to swirl the .flask after the addition of the 
solution of ammonium acetate so as to avoid the. 
dispersion of the sample. A .strong daylight 
lamp with a reflector may be used as an aid in 
the discernment of the end' point. ■ The contents 
of the flask may be matched with similar con- 
tents in another flask which contains an, excess 
of ammonium acetate. 

If it is necessary to leave the determination 
uncompleted, remove the flask, add just enough 
ammonium acetate to discharge the pink color, 
and stopper the flask tightly. When renewing 
the determination, boil the mixture before 
repeating the titrations. 

{b) CakulaiiofL — Calculate the per- 
centage of free CaO to tiie nearest 0.1 
as follows: 

Free CaO, per cent = EF X 100 

where: 

E = CaO equivalent of the ammonium 
acetate solution in grams per 
milliliter, and 

V == milliliters of ammonium acetate 
solution required by the sample. 

METHODS 

lip of the covered beaker. After the. 
chemical action has subsided, lift the 
cover, add one or two drops of. HNOg, 
stir the mixture with a glass rod, replace.' 
the cO'Ver, and set the beaker ,011 a water 
bath for '30 min. (Note 1).,.. During 
this time of digestion, stir the .contents 
occasionally^ and break up. any .remain- 
ing, lumps to facilitate the complete ', 
decomposition of the cement , Fit . a' 
medium-texture, filter paper to a funnel, 
transfer, the precipitate to the filter as 
completely' as possible without dilution, 
and allow the, solution to drain through. 
Scrub .the, .beaker with a rubber police- ■ 
man .and rinse the beaker and policeman. 
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Wasli the 'filter two or three times with 
hot HCI (1:99) and then, with ten or 
twelve , small portions , of ,hot water, 
allowing each portion' to drain , through' 
completely.: Reserve the filtrate and 
washings for the determination of AhOs 
+ Fe203 (Note2). 

, Note 1 .-—A hot plate may be used instead of 
a water bath if the heat is so regulated as to 
approximate that of a water bath. 

Note '2.— Determine AbOg + FegO® by the 
procedure described in Section 9. Reserve the 
combined filtrates for the determination of 
.'CaO ; (Section 13 or 35), 

.(b) Transfer the filter paper and resi- 
due to a weighed platinum crucible, 
dry, and ignite, at first slowly until the 
carbon of the paper is completely con- 
sumed without inflaming and finally at 
1050 to 1100 G. for 1 hr. Weigh the 
residue as Si02. 

(c) Blank —Meike a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the 
analysis accordingly. 

(d) Calculation . — Calculate the per- 
centage of Si02 to the nearest 0.1 by 
multiplying the weight in grams of 
Si02 by 200, (100 divided by the weight 
of the sample used (0.5 g.)). 

CALCIUM OXIDE 
Alternate Method 

Note. — See Note immediately preceding 
Section 33. „ 

Reagents 

Standard Potassium Perman- 
ganate Solution (0.18 N ). — Prepare a 
solution of KMn04 on the basis of 5.64 
g, per i. The solution should not be 
filtered through any filter containing or- 
ganic^ matter. It is most convenient to 
siphon off , clear solution without dis- 
.. turbiiig, .the sediment on the bottom of 
the bottle. ' Standardize the solution 
against^ 0.7500, g,. of sodium oxalate oxi- 


dimetric standard furnished . ' by the 
National Bureau of . Standards (standard 
sample No. 40) ■ according to the direc- 
tions furnished with the sodium oxalate. 
If the burette reading is 62.77 iiiL, the 
solution contains 0.0056357 g, of EMn04 
per , milliliter, which is equivalent to 
exactly 0.005 g. of CaO, Because of 
'impurities and deterioration, the reading 
in the standardization is usually not 
62.77 ml. Calculate the CaO equivalent 
of the solution in grams per milliliter as 
follows: 

^ 0.3138S' 

,5= "IT” ■ ■ 

where: 

E == CaO equivalent of the KMnO 4 
solution in grams per milli- 
liter, 

V = milliliters of KMnO 4 solu- 
tion required by 0.7500 g. 
Na2C2045 and 

0.31385 == 62.77 multiplied by 0.005. 

Note. — The solution is in tended to be equiva- 
lent to 0.005 g. of CaO per milliliter, or 1 per 
cent CaO in a 0.5-g. sample for each milliliter. 
The numbers 0.0056357 and 62.77 are obtained 
as follows: 0.005 g. of CaO multiplied by the 
molecular ratio of 2 KMn04 to 5 CaO gives 
0.0056357 g. of KMn04. 0.75 g. of Na2C204 
multiplied by the molecular ratio of 2 KMn04 
to 5 Na2C204 gives 0.35375 g. of KMn04. 
0.35375 g. divided by 0.0056357 g. per ml. gives 
62.77 ml. 

Procedure 

35. (a) Add a few drops of NH4OH to 
the combined filtrates obtained in the 
determination of AI2O3 + FegOs, (Note 
2, Section 33), and bring the solution to 
boiling. Add to the boiling solution 25 
ml. of boiling ammonium oxalate (50 
g. per 1.) and continue the boiling for 5 
to 10 min.; then allow the solution to 
stand for 15 to 20 min. Filter, and wash 
the precipitate eight to ten times with 
hot water, the total amount of water 
used in rinsing the beaker and washing 
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not, to exceed 75- ml. Reserve the. 
filtrate for the determination of MgO 
(Section 36) , Wash the precipita te back 
into the original beaker, and add 200 ml. 
of water and 10 ml. of H2SO4 (1:1). 
Heat the solution just short of boiling, 
and titrate it with the standard KMn04 
solution (Note 1) to a permanent pink 
color. Add the filter paper and niacerate 
it. Continue the titration slowly until 
the pink color is permanent for 10 sec. 

Note 1. — ^The temperature of the standard 
KMn 04 solution should not vary from its stand- 
ardization tenip>erature so much as to cause a 
serious error in the determination of CaO. At 
ordinary room temperatures the volume of pure 
water changes to the extent of 0.01 to 0.04 f)er 
cent for each degree Centigrade, depending on 
the temperature. 

(b) Blank , — Make a blank determina- 
tion, following tlie same procedure and 
using the same a mo tin Is of reagents 
(Note 2), and correct tlie results ob- 
tained in the analysis according]}^ 

Note 2.— When the amount of calcium oxa- 
late is very small, its oxidation ])y KMn04 is 
slow to start. Before the titration, add a little 
MnS 04 to the solution to catalyze the reaction. 

(c) Cakiilaiion,’--Ci^^^ the per- 
centage of CaO to the nearest 0.1 as 
follows: 

CaO, per cent ~ EV X 200 

where: 

E = CaO equivalent of the KMn04 
solution in grams per milliliter, 
F = milliliters of KMn04 solution 
required by the sample, and 
200 = 100 divided by the weight of 
sample used (0.5 g.). 

MAGNESIUM OXIDE 

Note. — Alternate method A may be used 
when it is desired to determine MgO in the 
filtrate from, the determination of CaO (Section 
35). Alternate method B or C may be used 
when the determinations of Si 02 , AI 2 O 3 , Fe 203 , 
and CaO are omitted. 


Aliernate Method .4 
Rapid- GrammMrkDetm^^ , 

. Note. — See Note .immediately , preceding 

Section 33. 

Procedure 

■36. (a) Acidify the riilra.t.e from tiie 
determination of CaO (Sod ion 35) with 
HCl and evaporate by boiling to aliout 
250 ml. Cool the solution to room 
temperature, and add 10 ml of 
(NH4)2HP04 (100 g. per 1.) and 30 ml. of 
NH4OH. Stir the solution vigoroiisiy 
during the addition of NH4OH and then 
for 10 to 15 min. longer. Let the solu- 
tion stand for at least 8 hr. in a cool 
atmosphere and filler. Wash the resi- 
due five or six times with Nn4C)H 
(1:20) and ignite in a tared crudl)Ie, a,t 
first slowly until the filter paper is 
charred and then burned off, and 
finally at 1050 to 1100 C. for 30 to 45 
rain. Weigli the residing as Mg'^PaOr. 

(b) Blank, — Make a, ])lank determina- 
tion, following the same })rocedure and 
using the same amounts of reagents, 
and correct the results obta,ined in the 
analysis accordingly. 

(<;) C\i/a//ailiefL---Ca]cuIate the per- 
centage of MgG to the nearest 0,1 as 
follows: 

MgO, per cent » W X 72.4 

where: 

TF = grams of Mg2P207, and 
72.4 = molecular ratio of 2MgO ' to 
Mg2P207 (0.362) divided by the, 
weight of sample used (0.5 g.) 
and multiplied by 100, 

Alternate Method B 

Rapid Determination by Alkalimetry 

Note. — See Note immediately 'preceding 

Section 33. 

Reagents 

,37. (a) Trimtrobemene Indicator,— 
Dissolve' 1.0 g.' of l-S-S-trinitrobeiizene 
in- 100 ml of ethanol (95 to 100 , per .cent) . 



Chemical Analysis oe Portland Cement (C 114- 46) 


39 


,y (b) , ' PhemlpMhalein Indicator 
solve 0.4 g. of plienolphthalein in 100 ml. ■ 
■of ethanol (50 per. cent). . 

(c) Standard S odium: Hydroxide Solu- 
tion {0,33 A).— Dissolve 13.0 g. of NaOH 
in water, add 10, ml. .of a freshly filtered, 
saturated Ba(OH)2 solution, and dilute 
to 1 .liter with water that has been re- 
cently boiled and cooled. Shake the 
solution from time to time for several 
hours, and filter into a tubulature bottle 
fitted with an automatic burette. Pro- 
tect the solution from CO2 in the air, 
with soda-lime tubes at the top of the 
bottle and the burette. 

Standardize against acid potassium 
phthalate or benzoic acid acidimetric 
standards furnished by the National 
Bureau of Standards (standard samples 
Nos. 84 and 39), using the methods in 
the certificates accompanying the stand- 
ard samples. Determine the exact nor- 
mality of the solution, and calculate its 
MgO equivalent on the basis that 1 ml. 
of 1 A NaOH is equivalent to 0.02016 
g, of MgO. 

{d) Standard Acid Solution {0,33 N). 
— Dilute 32.0 ml of HCl or 26.0 ml. of 
HNO3 to 1 liter with distilled water. 
Standardize against the standard NaOH 
solution, using plienolphthalein indi- 
cator, and adjust by dilution until the 
two standard solutions of alkali and 
acid are of equal strength. 

{e) Potassium Iodide-Starch Paper . — 
Mix equal volumes of KI (50 g. per 1.) 
and soluble starch solution (10 g, per L), 
and dip strips of filter paper into the 
mixture. 

• Procedure 

38. {a) To 5.0 g. of the sample of ce- 
ment In ■a 600-mL beaker, add about 50 
ml. of. water ..and 50. ml of HCl (1:1) 
and boil until the cement is co.mpletely 
in solution, excepting possibly some Si02 


which may separate out (Note 1): Add 
5 ml. of saturated bromine water and 
continue the boiling until the excess 
bromine is completely expelled, as indi- 
cated by the absence of a blue coloration 
on potassium iodide-starch paper when 
held in the issuing steam. Dilute the 
solution to about 250 ml. with hot water 
and add NaOH (200 g. per 1.) to the 
boiling solution from a pipette until the 
excess acid is neutralized and a perma- 
nent precipitate just forms. Continue 
the boiling and carefully add HCl (1:1) 
from a pipette until the precipitate dis- 
solves and the solution assumes a yellow 
FeCls color, avoiding much excess of 
acid. Wash down the sides of the beaker 
with hot water and continue the boiling 
for 1 or 2 min., and then remove the 
beaker from the burner. 

Note 1. — Some samples of cement, particu- 
larly those containing considerable iron or 
manganese, may require longer boiling or the 
addition of slightly more HCl to effect complete 
solution. 

{b) Cautiously add to the solution 
4.0 g. of CaCOs (weighed to the nearest 
0.1 g.). This amount should be suf- 
ficient to completely neutralize the add, 
with some excess. Dilute the solution 
to about 400 ml. with hot water and boil 
vigorously for about 10 min. Bemove 
the beaker from the burner or hot plate, 
and from a burette carefully add KMn04 
(5 g. per 1.) to the hot solution, while 
stirring vigorously, until the supernatant 
liquid shows a faint pink color after 
settling a moment. Avoid the use of 
more KMn04 than necessary to produce 
a faint pink color. Continue the boil- 
ing for 2 min., add 2.0 ml. of ethanol, 
and continue the boiling for a few 
minutes or until the pink color has dis- 
appeared (Note 2), 

Note 2. — The purpose of the addition of 
KMn 04 is to remove manganese from the sample. 
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wMcli otlierwise would be precipitated and re- 
ported as MgO. The KMn04 in a hot solution 
oxidizes ■ the ma^ to insoluble MnOg 

and' is itself reduced to MnOg. The ethanol 
.precipitates the excess KMnOi as MnOg. In 
samples containing little or no manganese, this 
portion of the procedure may be omitted. 

(c) Transfer the contents of the beaker 
to a 500-mL volumetric flask, cool to 
room temperature, dilute to the mark, 
and mix by shaking. Filter the solution 
through dry paper and, after discarding 
the first 10 or 20 ml of filtrate, transfer 
200 ml. of the filtrate with a pipette to a 
500-ml. Erlenmeyer flask. Heat the 
solution in the fiiask to boiling and add 

3.0 ml of trinitrobenzene indicator. 
Add standard NaOH solution, 1.0 ml, at 
a time, with intermittent boiling for a 
few seconds, until the magnesium is com- 
pletely precipitated and a definite pink 
color persists on boiling. Record the 
total amount of NaOFI used (Note 3). 

Note 3. — Enough standard NaOH solution 
should be added to completely precipitate the 
magnesium without too large an excess which 
might cause some precipitation of calcium. A 
guide to proper procedure is the amount of back- 
titration with acid, which should be held between 

1.0 and 2.0 ml. (after being doubled). A little 
experience with the color change of the trinitro- 
benzene indicator will enable the operator to 
hold the back-titration between these limits. 

(d) Transfer the solution to a 250-mL 
volumetric flask, cool to room tempera- 
ture, dilute to the mark, and mix by 
shaking. Filter the solution through a 
dry paper into a graduated cylinder, dis- 
carding the first 10 or 20 ml. of filtrate, 
until 125 ml. of the filtrate are secured. 
Transfer 125 ml. of the filtrate to a flask, 
add a few drops of phenolphtlialein indi- 
cator, and titrate tlie solution with stand- 
ard acid solution to the disappearance of 
the pink color. 

(e) Blank . — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 


correct the. results obtained in the analy-^ 

sis accordingly. ; 

(/) If the acid and alkali 

solutions are of equal strength, the quan- 
tity of alkali ill milliliters minus twice the 
quantity of acid in milliliters is equiva- 
lent to the MgO in a 2-g. sample. Calcu- 
late the percentage of MgO to the .nearest 
0.1 as follows: 

MgO, per cent = £ (Vi - 'IFs) X 50' 
wfiere: 

£ = MgO equivalent of the standard 
alkali in grams per milliliter, 

Vi = milliliters of standard NaOH solu- 
tion used, 

V 2 == milliliters of standard acid used, 
and 

50 = 100 divided by the weight of sam- 
ple (2 g.) involved in the titration. 

AUernak Method' C 

Rapid Determination by Tiimtion of 
Magnesium Oxyquinoldte 

Note. — See Note immediately preceding 
Section 33. 

Reagents 

39. {a) 8- Hydroxy quinoline Solution,— 
Dissolve 25 g. of 8-hydroxy quinoline 
in 60 ml of acetic acid. When the 
solution is complete, dilute to 2 liters 
with cold water. One milliliter of this 
solution is equivalent to 0.0016 g. of 
MgO. 

(6) Standard Sodium Thiosulfate Solu- 
tion (OJ N ), — Dissolve 25 g. of Na2S203* 
5H2O in 200 ml. of water and dilute to 1 
liter. Standardize this solution either on 
sodium oxalate through a KMn04 solu- 
tion, or on AS2O3 through a solution of 
resublimed iodine. Standard samples 
Nos. 40 and 83 of the National Bureau of 
Standards are convenient for this pur- 
pose. One milliliter of exactly 0.1 N 
Na2S203 is equivalent to 0.000504 of 
MgO; 
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, (c) Standard '■ Potassmm Br ornate - 
Potassium^ Bromide: Solution {0.2 N ). — 
Dissolve 20 g. of KBr and 5,57 g. of'KBrOs 
in 200 ml of . water and dilute to 1 liter. 
Obtain the ratio of the strength' of this 
solution' to that of the standard Na 2 S 203 
solution as follows: To 200 ml. of water 
in a 400-ml. beaker add exactly 25 ml of 
the standard KBrOs' :KBr solution. 
Add 20 ml. of HCI, stir, and add imme- 
diately 10 mi. of KI (250 g, per i.). 
Mix : well and ' titrate at once with the 
Na 2 S 203 solution until nearly colorless. 
Add 2 ml. of starch solution, and titrate 
to the disappearance of the blue color. 
Calculate the ratio in strength of the 
standard KBrOs - KBr solution to the 
standard Na 2 S 203 solution by dividing 
the volume of Na 2 S 203 solution by the 
volume of KBrOs KBr solution used in 
the titration. 

(d) Starch Solution . — To 500 ml. of 
boiling water add a cold suspension of 
5 g. of soluble starch in 25 ml of water, 
cool, add a cool solution of 5 g. of NaOH 
in 50 ml. of water, add 15 g. of Eli, and 
mix thoroughly. 

Procedure 

40. (a) To 0.5 g. of the sample of ce- 
ment in a 400-ml beaker add 10 ml of 
water and 10 ml of HCI Heat gently 
and grind any coarse particles with the 
flattened end of a glass rod until decom- 
position is complete. Add hot water to 
make a total volume of 100 ml 

(b) Add 3 drops of methyl red indica- 
tor (2 g. per liter of ethanol) to the 
solution and then add NH4OH until the 
solution is distinctly yellow. Heat this 
solution to boiling and boil for 1 to 2 
min. Remove from the burner or hot 
plate and ..allow to stand until the 
precipitate has settled. Filter the solu-.. 
tion without delay and wash the precipi- 
tate twice with hot NH 4 CI (20 g. per L). 
Transfer the precipitate with the filter 


paper to the beaker and dissolve in 10 
ml of HCI (1:1). Dilute to about 100 
ml and heat to boiling. Reprecipitate, 
filter, and wash the hydroxides as above. 
Add*l ml. of 'NH4OH to the filtrate. 
Heat the filtrate to boiling and, while 
boiling, add 25 ml of hot ammonium 
oxalate (50 g. per 1) and continue the 
boiling for 2 min. Continue the digestion 
on the steam bath for 10 to 15 min. 

(c) Cool the solution to 70 C. and add 
10 to 25 ml of the 8 -hydroxy quinoline re- 
agent (Note 1) and then 4 ml. of NH 4 OH 
per 100 ml of solution. Stir the solution 
on a mechanical stirring machine for 15 
min. and set aside until the precipitate 
has settled (Note 2). Filter the solution 
and wash the precipitate with hot 
NH4OH (1 : 40). Dissolve the precipitate 
in 50 to 75 ml of hot HCI (1 : 9), dilute the 
resulting solution to 200 ml, and add IS 
mi. of HCI Cool the solution to 25 C. 
and add 10 to 35 ml of the standard 
KBrOa - KBr solution (Note 3) from a 
pipette. Stir the solution and allow to 
stand for about 30 sec. to insure complete 
bromination. Add 10 ml of KI (250 g. 
per 1). Stir the resulting solution well 
and then titrate with the standard 
Na 2 S 208 solution until the color of the 
iodine becomes faintly yellow. At this 
point add 2 ml. of the starch solution 
and titrate the solution to the disappear- 
ance of the blue color. 

Note 1. — An excess of the 8-Iiydroxyquino- 
line reagent should be used. If it is small the 
result of the determination of MgO may be low; 
on the other hand, if it is large the result may be 
high. The following guide may be used. 

Approximate Content j^proximate Amount of 

of MgO, per cent • Reagent Required, ml 

0 to 1.5 10 

1.5 to 3.0 15 

3.0to4.5.. 20 

4.5 to 6.0...... 25 

Note 2.— The precipitate should be filtered 
within an hour. Prolonged standing may cause 
high result. 
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■ ■ Note 3.“-"The/ ' amount of . the standard 
KBrOa - KBr, solution used may be as follows: 

Amount of Standard 

.Approximate Content ■ KB,r03“*KBr Solu- 

of MgO, per cent tion,ml. 

Otoi., ' 10 

lto2,... 15* 

2 to 3. 20 

3 to 4. 25 

4 to 5 30 

5 to 6 . 35 

{d) Blank. — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the analy- 
sis accordingly. 

(e) Calculation. — Calculate the per- 
centage of MgO to the nearest 0.1 as 
follows (Note 4) : 

MgO, per cent - E {ViR - Fs) X 200 
where: 

E = MgO equivalent of the Na 2 S 203 
solution in grams per milliliter, 

Vi = miliiiitersof KB, rOa-- KBr solution 
used, 

R = ratio in strength of the KBrOa ~ 
KBr solution to the Na2S203 solu- 
tion, 

F 2 = milliliters of Na 2 S 203 solution 
used, and 

200 = 100 divided by the weight of sam- 
ple used (0.5 g.). 

Note 4. — Fii? represents the volume of 
Na 2 S 203 solution equivalent to the volume of 
KBrOs - KBr solution used. Fa represents the 
amount of Na 2 S 203 required by the excess 
KBrOs - KBr which is not reduced by magne- 
sium oxyquinolate. 

SULFUR TRIOXIDE 

Alternate Method 

Rapi d Determination by T urbidimeter 

Note.— See Note immediately preceding Sec- 
tion 33. 

Apparatus' 

41. The apparatus shall consist of the 
following:' ' ■ ■ - 

{a) Turhidimeter,—A standard Wag- 


ner turbidimeter, as described in the 
Standard Method of Test for Fine- 
ness of Portland Cement by the Turbi- 
dimeter (A.S.T.M. Designation: C, 115)® 
or a turbidimeter designed . ge,nera,Ily on 
the same principles. The turbidimeter 
should be equipped with a source of light, 
a water cell, a retarding filter, a , sedi- 
mentation tank, a photoelectric ce,ll,.and 
a shield, but an. elevating device, is .not. 
necessary. A microammeter, having a 
range ofO lo 50 or 100 microamperes, 
and a source of constant emf . are re- 
quired. The latter may be a 6-v. auto- 
mobile starting and lighting storage 
battery. If the same turbidimeter is 
used for determining fineness and sulfur 
trioxide, separate sedimentation tanks 
shall be used for each purpose, 

{b) Stirring Apparatus . — A stirring 
apparatus capable of maintaining a 
speed between 225 and 300 rpm., con- 
stant within 20 rpm. The speed may be 
controlled by any suitable device. An 
electric motor with sufficient power to 
maintain a constant speed and a friction 
drive or a system of reducing gears or 
pulleys make a good permanent instal- 
lation. The speed, if not known for 
certain, may be checked by counting the 
rotation for 15 to 30 sec. or by means of a 
stroboscopic disk. A light duty labora- 
tory electric stirrer ' is liable to fl,uctuate 
in speed but may be used if controlled 
by means of a rheostat and a stroboscope 
in the following manner: Fit , the . motor 
with a special shaft that extends through 
the upper part of the housing. On the 
top end of the shaft place a 1- by 5-cm. 
brass. fly wheel that carries a. stroboscopic 
disk having a number of alternate, white 
.and black sectors (Note 1), Illuminate 
the disk with a neon glow lamp, The 
upper part of which, nmy . be painted, to 
protect the operator’s eyes,, from glare. 
The speed of : stirring at .which the illii-' 
minated pattern of the disk is stationary 
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depends on , the frequency of the . alter- 
nating current and the number.of sectors. 
If the. current is 60-cycie, the.lamp gives 
7200 .flashes per min. For example, ,a 
disk .of 24 white ^ and 24 black sectors 
gives a speed of 300 rpm. (7200 divided 
by 24). Adjust the rheostat until the 
illuminated pattern of the disk is sta- 
tionary or nearly so (Note 2). If the 
pattern moves in the direction of rotation 
of the motor, the speed of the motor is 
300 rpm. plus the speed of the pattern. 
If the pattern moves in the opposite 
direction, the speed of the motor is less 
than 300 rpm. correspondingly. 

Note i. — The special shaft and flywheel can 
be made in a machine shop or by the manufac- 
turer of the stirrer. The operator can make his 
disk and paste it on the top of the flywheel. 

Note 2. — At speeds that are multiples of the 
desired speed (600 rpm., 900 rpm,, etc., in the 
example), there will be a stationary pattern, 
but it will be. much less distinct than the pat- 
tern at the desired speed. At some speeds that 
are fractions of tbe desired speed (150 rpm., 
100 rpm., etc., in the example), there will also 
be a stationary pattern, but it will have a greater 
number of sectors. 

(c) Stirring Rod , — ^A stirring rod made 
of solid glass, 0.5 to 0.6 cm. in diameter 
and 15 to 20 cm. in length, bent at a 
point 4.5 to 5.5 cm. from the lower end 
so that the tip describes a circle 2.2 to 
2.8 cm. in radius. 

(d) Measurmg Scoop . — A small scoop 
made from a piece of metal tubing at- 
tached to a suitable handle, and of such 
size as to contain 0.5 g. of the barium 
chloride crystals when filled. An inside 
diameter of 0.63 cm. and a length of 1.12 
cm. , giving a volume of 0.35 ml., may be 
used. 

Reagent 

42. barium Chloride Crystals . — ^Use 
sieved . crystals of BaCU *21120 that 
pass a No. 30 (420-micron) sieve (Note) 
and, are retained on a No. 80 (177- 
micron) sieve. ■ Mix the crystals thor- 

Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
<A.S.T.M. Designation: E;ll), see p,1237,>, 


oughly to insure uniform distribution of 
crystal sizes. • It is advisable to prepare 
a supply of crystals sufficient for a large 
number of determinations, because a new 
calibration curve must be prepared for 
each batch of crystals used. If the curve 
obtained with a new lot of crystals is 
closely parallel to the curve previously 
used, the intensity of the light may be 
adjusted so as to make the two curves 
coincide. 

Note. — Clean sieves should be used to avoid 
the contamination of the crystals. Their ex- 
clusive use for the purpose is preferable. 

Calibration 

43. {a) Standard Setting . — The lamp 
of the turbidimeter shall be maintained 
at some standard value of intensity by 
adjusting the filament temperature by 
means of the rheostats so that the read- 
ing on the microammeter, observed with 
the retarding filter in place but with the 
sedimentation tank removed, reaches a 
predetermined value. This value shall 
be determined as follows: Using a 
sample of known SO 3 content, weigh an 
amount that gives a quantity of SOg 
corresponding to the lowest content 
expected to be encountered in the testing 
of unknown samples (Note 1). Treat 
the cement with HCl and proceed with 
the subsequent steps prescribed in Sec- 
tion 44. Adjust the intensity of the 
lamp (Note 2) so that in 60 sec. after the 
stirring is stopped, the reading of the 
microammeter is just below the upper 
limit of the range. Replace the retard- 
ing filter, remove the tank, and observe 
the reading on the microammeter, which 
shall constitute the standard setting. 

Note 1: Example . — If the SO3 content of the 
cement is 1.80 per cent and the expected mini- 
mum is 1.30 per cent, 0.3611 g. of cement shall 

bew^eighedout ^0.5g. X The minimum 

should not be less than 1.30 per cent and should 
be as high as practicable. 

Note 2,— Whenever the lamp is turned on, 
it should be allowed to burn until the emf. is 
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constant, as indicated by repeated readings- of and more or less parallel to each other. 


tHe/iiiicroa-mmeter-' taken.' at intervals of 5 min. 
Tlie lamp shall be kept burning until the end of 
the work, but its intensity should be checked 
occasionally during the work and care should be 
taken not to damage the microammeter by send- 
ing it a current that greatly exceeds its range. 
This danger may be avoided by consistent prac- 
tice of keeping either the retarding filter or a 
suspension in the path of the light at all times. 
It is important to have alij contacts in the elec- 
trical circuits clean and tight. It is desirable 
to solder electrical connections wherever prac- 
ticable. The cabinet should be closed when a 
reading is taken. 

(b) Calibration Procedure . — ^Using a 
sample of cement of known SO 3 content, 
as determined by Section 16, weigh exact 
amounts that give quantities of SO 3 cor- 
responding to four or more different per- 
centages (Note 3) in 0.5 g. of sample. 
Treat the specimens of cement with HCl 
and proceed with the subsequent steps 
prescribed in Section 44, Use the read- 
ings to plot a curve on graph paper (Para- 
graph (c)), each point being located by 
the average of at least three determina- 
tions (Note 4). 

Note 3. — The percentages depend on the 
limits in SO3 content expected to be encoun- 
tered in regular testing. Percentages of 1.30, 
1.60, L90, 2.20, and 2.50 are suggested for a 
comprehensive range. The standard cement 
used for calibration should have an approxi- 
mately average content of SO3 (1.70 to 1.90 per 
cent). 

Note 4. — ^When the optical system is changed 
in any way, such as the replacement of lamp, 
filter, or tank, the instrument must be recali- 
brated, - 

(c) Curve . — Plot the aver- 
age readings obtained in Paragraph (6) 
against the percentage of SO3 on semi- 
logarithmic (one-cycle) paper^ with the 
readings on the logarithmic axis, or plot 
the logarithms of the readings against 
the percentage of SO3 on cross-section 
paper. Draw a smooth curve through 
the points. The curve should be nearly 
a straight line and slightly bent towards 
the origin of the axes. All curves for 
the same instrument should be similar 


A chart may be prepared from the curve 
to enable one to read the percentage of 
SO3 at a glance.' 

Procedure 

44. (a) To 0.5 g. of the sample in a 150- 
ml, beaker, add 10. ml. of cool water and 
swirl the mixture until the; sample is 
thoroughly dispersed. While continu- 
ing the swirling, add 5.0 ml. of HCL 
Use a glass rod to break up any lumps 
that do not readily dissolve. Dilute the 
solution immediately to 30 to 40 ml. with 
hot water (about 90 C.) and digest it at a 
temperature just short of boiling until 
the solution clears, which takes 5 to 10 
min. (Note 1), Filter the solution into 
a 250-mL beaker through a medium- 
texture paper and wash the residue well 
with hot water. Dilute the filtrate and 
washings to 200 ml. in a graduated cylin- 
der, adjust the temperature of the solu- 
tion to any convenient temperature be- 
tween 20 and 30 C. (Note 2), and return 
the solution to the beaker. Adjust the 
stirring apparatus so that the lower end 
of the stirring rod is 0.5 to 1.0 cm, above 
the bottom of the beaker and the motor 
is running at a speed between 225 and 300 
rpm., constant within 20 rpm. (Note 3). 
While stirring, add 0.45 to 0.55 g. of 
BaCl2*2B[20 to the solution. If the 
speed of the stirrer is 225 rpm., continue 
the stirring for 60 sec.; a period of 30 
sec. is sufficient for a speed of 300 rpm. 
Remove the stirrer from the solution 
and transfer to the sedimentation tank a 
volume sufficient to bring the surface 
well above the light beam. Place the 
tank carefully against the guides in the 
instrument, remove the retarding filter, 
and close the cabinet. Observe the 
deflection of, the microammeter: in ex- 
actly 60 sec. after .the^stirring.is stopped. 

Note L— If the' cement contains an appre- 
ciable amount ef manganic oxide, there may .be 
brown compounds of manganese that dissolve 
slowly in diluted HCL They may be ignored. 
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Take care ..not to lose, an appreciable amount of: 
HCI ..from excessive: or .prolonged, heating. 

., Note. 2..-— The .temperature should be the 
same in the calibration and determination within 
2 C. The method is empirical, and it is impor- 
tant to give close and careful attention to all the 
details of the directions. Uniformity of the 
conditions within the specified tolerances is 
esse.ntial to accurate ..results.' ' 

Note 3.— It is not necessary to keep the pat- 
tern on the stroboscopic disk absolutely sta- 
tionary, but it should not rotate more than 20 
times in 1 min. If it begins to move, the rheo- 
stat may be slightly turned to stop the move- 
ment. The flywheel prevents sharp fluctua- 
tions. The speed of stirring may be fixed at 
any number from 225 to 300 r pm. and can 
easily be controlled within 5 rpm, with the 
stroboscope described in Section 41 (b). 

(b) Calculation. — Read the percentage 
of SO3 from the calibration curve or 
chart (Note 4 ). 

Note 4. — If the reading does not fall within 
the limits of the calibration curve, the deter- 
mination may be repeated with a smaller or 
larger amount of the sample as the case may re- 
quire and corrected for the difference in weight. 

SODIUM OXIDE AND POTASSIUM 
OXIDE 

Alternate Method 

Note,— -S ee Note immediately preceding Sec- 
tion 33. 

R.e.ageats 

45 . {a) Zinc Ur anyl Acetate Reagent . — 
Shake a mixture of 20 g. of uranyl ace- 
tate (U02(CH3C02)2*2H20), 60 g. of 
zinc acetate (Zn(CH3C02)2 * 2H2O), 5 
ml. of acetic acid, and 175 ml. of warm 
water continuously for about 1 hr. or at 
intervals for a few hours. If the solution 
is clear, add a little NaCl or sodium zinc 
uranyl acetate (NaZn(U02)3(CH3C02)9‘ 
6H2O) to the solution and shake it again. 
It is essential that the reagent be satu- 
rated with respect to sodium zinc uranyl 
acetate at the temperature at which the 
reagent' is' used. AlloW' the reagent tO' 
stand until its temperature is constant. 
Filter small portions of it as required, 
keeping the temperature as uniform as 


practicable in ail operations involving 
the preparation of the reagent and alco- 
holic wash and the precipitation, filtra- 
tion, and washing of the sodium zinc 
uranyl acetate. 

(b) Alcoholic Wash ^ Solution. — Add 
some sodium zinc uranyl acetate to etha- 
nol which contains acetic acid (1 per 
cent), and shake the solution continu- 
ously for about 1 hr. or at intervals for a 
few hours. Filter portions of the wash 
solution as required. (See Paragraph {a) 
in regard to temperature.) The ethanol 
may be absolute or “95 per cent” and 
may be pure or denatured according to 
Formula No. 2 b or 3 a of the tJ. S. Bureau 
of Internal Revenue. 

(0) Chloroplatinic Acid Solution. — ^Dis- 
solve 5 g. of tl2ptCl6*6H20 in 95 ml. of 
water and 5 ml. of HCL 

(d) Gladding Wash Solution. — See Sec- 
tion 21 (6). 

Procedure 

46 . {a) Preparation of Solution . — ^To 
2 g. of cement in a platinum dish, pref- 
erably of the flat-bottom type, add 5 ml. 
of cool water, stir the mixture with a 
platinum rod, add carefully 10 ml. of 
HNO3 ( 1 -T), and continue the stirring 
until the cement is completely decom- 
posed. Add 10 ml. of HCIO4 and 25 ml. 
of HF (Note 1 ) to the solution and mix it 
thoroughly wdth the rod. Remove the 
rod and rinse it with water. Evaporate 
the solution to dryness or fumes of HCIO4 
(Note 2 ). Cool the dish, wash down the 
side with a little hot water, and repeat 
the evaporation. Drive off the excess 
HCIO4 by cautiously moving a flame 
under the dish or increasing the tempera- 
ture of a radiator, taking care not to 
heat the dish to redness. Cover the 
dish with a watch glass of fused silica 
or heat-resistant glass, and convert the 
perchlorates to chlorides by using 
stronger heat but still avoiding red heat* 
The residue fuses to a brown mass and 
may glow from an exothermic reaction. 
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The reaction ' may be carried out by 
heating a small part of the residue at, a 
time'^aiid applying no more heat than 
necessary to .keep the reaction going. 
After the completion- of the reaction, 
continue , the heating for 1 or 2 min. 
below ..red heat. Cool the dish and 
watch glass (Note 3). Rinse the watch 
glass into a beaker. Add a little water 
to the dish, let the residue stand a few 
minutes to soften, and grind it with a 
glass mushroom or pestle to a smooth 
paste (Note 4). Wash the contents 
into the beaker and dilute them to 40 
to 50 ml. Boil the contents for 15 min., 
keeping the volume between 25 and 40 
ml. Add a little macerated filter pulp 
to the contents, and filter the solution 
through a medium- or close-texture paper 
into a lOO-ml. volumetric flask which 
contains sufficient HCl to acidify the 
filtrate (Note 5). Wash the filter paper 
and residue at least ten times until the 
volume is nearly 100 mi. Cool the fil- 
trate (Note 6), dilute to the mark, and 
mix thoroughly. 

Note 1, — Care should be taken that the acid 
does not carry any wax from its wax bottle, as 
organic matter in the presence of HCIO4 at a 
high temperature may cause an explosion. 

Note 2. — ^The evaporation requires care as 
the contents have a tendency to bump or spatter, 
especially when the dish is in contact with a 
flame or a hot plate at a high temperature. The 
best way to handle the evaporation depends on 
the equipment available to the operator and the 
organization of his work. If practicable, the 
dish may be left on a water bath or a hot plate 
at a low temperature overnight. If the hot 
plate is too hot, a mat of asbestos may be used 
under the dish. A radiator may be used in 
which the solution is heated by infrared reflector 
drying lamps placed below or above the dish, or 
both. If a gas-fired radiator is used, its bottom 
should be closed so that the dish is heated by 
radiation rather than by conduction. A radia- 
tor of tin's type may be constructed out of stock 
2-in. plumbing fittings: Place a 3-in, support ring 
over a close nipple and screw a cap and coupling 
on the nipple until they come together and hold 
the ring firmly. As tlie iron is thick, a burner 
of the Meker type may be used for heating. If 
a similar radiator is made of thin copper or galva- 


nized iron, an ordinary Tunsen' burner may -be 
used. The contact of platinum with iron should 
be avoided. If the residue is allowed to stand 
overnight after the second evaporation, it may 
be" placed in an oven or- desiccator to prevent 
delay the next day due to absorption of moisture. 

Note 3.-“-As ammonium . chloroplatinate is 
like potassium chloroplatinate in being insoluble 
in ethanol, all following' steps involving the, 
determination of potassium , oxide , should be 
carried out in an atmosphere free' of ammonia 
and ammonium salts. 

Note 4. — ^The residue should , be thoroughly 
ground to insure the complete extraction of 
sodium and potassium chlorides. If the bottom 
of the dish is round and the grinding cannot be 
done satisfactorily, the residue may be trans- 
ferred to a casserole with the aid of water and a 
rubber policeman. Decant most of the water 
into the beaker and grind the residue. 

Note 5. — One or two drops of acid are usually 
sufficient. Filtration under suction may be 
employed. A convenient arrangement is to use 
a large bell glass, the edge of which is greased 
and in contact with a piece of fjlate glass. The 
top should have a 1- to 2-in. opening fitted with a 
two-hole rubber stopper. Insert a funnel and a 
glass tubing through the stopper. Connect 
the tubing with a T-shape connecting tube and 
an aspirator or vacuum pump. The connecting 
tube enables one to release the vacuum without 
turning the aspirator or pump off. The end 
of the tubing within the bell glass should be 
curved toward the side and fitted with a rubber 
tubing which extends to the bottom of the bell 
glass. This prevents the spoilage of work by the 
back rush of air or water. The arrangement 
makes it possible to filter directly into vessels 
of many types and sizes with suction. 

Note 6.— It is not necessary to cool to any 
particular temperature so long as the flask and 
pipettes used in the following steps are calibrated 
at the same temperature and the temperature 
of the solution is close to the temperature of 
calibration. 

Determinatiofi of Na^O. 

(Jb) Transfer a 20-mL aliquot of the 
solution of the sample (Paragraph (a)) 
to a small vessel , and evaporate it to 
dryness (Note 7). Cool ^ the , , vessel, 
take the residue up in 1 ml. of water, 
add IS ml. of the zinc uranyl acetate 
reagent while ' stirring, and allow the 
contents to stand for 30 to 60 min. 
(Note , 8 ) ' with frequent stirring. Filter 
the solution through. a, weighed (Note 9)3 
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iS-mi.j fritted-glass filtering crucible of 
medium porosity^ or a Goocli crucible, 
with suction. Transfer the precipitate 
to the crucible and scrub and rinse the 
beaker with a rubber policeman, using' 
small quantities of the zinc uranyl ace- 
tate reagent. Wash the precipitate six 
times with 2- to 3-mL portions of the 
alcoholic wash solution (Note 10), being 
careful to wash down the side of the 
crucible, and three times with 4- to 5-mL 
portions of anhydrous ether. Draw air 
through the crucible until the odor of 
ether disappears, wipe the outside of the 
crucible with a damp cloth, place the cru- 
cible in a desiccator for 1 hr. (or 15 min. if 
in vacuo), and weigh the sodium zinc ura- 
nyl acetate (NaZn(U02)3(CH3C02)9 • 
6H2O). 

Note 7. — The first part of the evaporation 
may be done over a burner or hot plate with a 
stream of air directed on the surface and finished 
on a water bath or in a drying oven at 105 C. 

Note 8. — The solution should stand at least 
1 hr. when the content of Na 20 is low (less than 
0.2 per cent). 

Note 9. — Wash, dry, and weigh the empty 
crucible just as it is done when filtered sodium 
zinc uranyl acetate is present. 

Note 10. — When the reagent and alcoholic 
wash solution are mixed and allow'ed to stand, a 
white precipitate results which does not dissolve 
in an excess of the wash solution. The washing 
with the alcoholic wash solution should be done 
rapidly. 

(6‘) Blank. — Make a blank deter- 
mination, following the same procedure 
and using the same amounts of reagents, 
and correct the results obtained in the 
analysis accordingly. , 

{d) .Calculation. — Calculate the per- 
centage of Na20 as follows: ' 

Na 20 , per cent = W X 5.0375 

where : 

W , = gramsofNaZn(U02)3(CH3C02)9.* 

6H2O,. 'and 

5.0375 = molecular ratio of NaaO to 2 
,, , 'NaZn(U02)3(CH3C02)9,*6H20 

h.. ,(0.02015) ', divided by ' the 


weight of 'sample: in the 

aliquot ■ used, , (0.4 g.). . and 
' multiplied by , IGO,. " 

Determinalion of K^O \: 

{e) Transfer a 75--niL aliquot) of .■ the 
solution of the sample (Paragraph,, {a)) 
to a vessel and evaporate the solution,;, 
to about 5 ml. Add 5 ml. of the chloro- " 
platinic acid to the solution and con- 
tinue the evaporation on a water 
bath until the liquid solidifies to a soft 
mass upon cooling (Note 11). Add 30 
ml. of ethanol (85 per cent) to the vessel 
and grind the residue finely with a glass 
mushroom. Allow the contents to stand 
for about 1 hr. with frequent stirring and 
filter through a weighed, IS-mL, fritted- 
glass filtering crucible of niediuin poros- 
ity with suction. Scrub and rinse the 
vessel with as little ethanol (85 per cent) 
as possible. Wash the crucible and 
residue five times with 3- to 5-mL por- 
tions of ethanol (85 per cent), then six 
times with the Gladding wmsh solution 
with the suction being shut off and the 
residue churned up thoroughly with a fine 
stream of the w^'ash solution each time 
(Note 12), and finally six times with 
ethanol (85 per cent) with care taken to 
wash down the side of the crucible. Dry 
the crucible at 105 to 110 C. for at least 
2 hr. or 130 to 135 C. for at least 30 min., 
cool in a desiccator, and weigh the 
KaPtCle. 

Note 11. — The content of K 2 O is assumed to 
be less than 1.5 per cent. Five milliliters of the 
chloroplatinic acid is about twice the iimount 
necessaiy to precipitate the potassium in cement 
having a K 2 O content of 1.5 per cent. If the 
content is much greater than 1.5 per cent, the 
amount of the acid should be increased in pro- 
portion. The liquid may contain so much 
calcium chloride that toward the end of the 
evaporation most of the calcium chloride and 
some of the KzPtCls may crystallize out, giving 
slush instead of a syrupy solution. ^ T]i.e last 
stage of the evaporation requires care, and it 
may be necessary to cool and re-evaporate a few 
times. If the evaporation is prolonged too 
long, the chloroplatinic acid : may be partially 
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decomposed or the solidified mass may be hard 
to break up in ethanol 

Note , 12.— The KaPtClg iS ' contaminated 
with considerable material which is insoluble in 
ethanol but, soluble in the Gladding wash solu-. 
lion., ,It is thus essential that the washing with 
the Gladding wash solution be done thoroughly. 

: ,(jf) Make a blank determina- 

tioHj following the same, procedure and 
using the same amounts of reagents, 
and correct the results obtained in the 
analysis accordingly. 

(g) Calculation,---Cslc\ilB.te the per- 
centage of K2O as follows : 

KA per cent = IF X 12.92 

where: 

W == grams of KaPtCle, and 
12.92 == molecular ratio of K2O to 
K2PtCl6 (0.1938) divided by the 
weight of sample in the aliquot 
used (1.5 g.) and multiplied 
by 100. 

PHOSPHORUS PENTOXIDE 
Alternate Method 

Note.— S ee Note immediately preceding 
Section 33. 

Reagents 

47. (a) Ammonmm Molybdate Solu- 
tion. — ^Prepare the solution in accordance 
with Section 24 (a). 

(b) Standard Sodium Hydroxide Solu- 
tion (^.JiF).— Dissolve 12 g. of NaOH 
in 1 liter of water that has been freshly 
boiled to expel C02and cooled. Add 10 ml. 
of a freshly filtered, saturated solution of 
Ba(OH)2. Shake the solution frequently 
for several hours, and filter it. Protect 
it from contamination by CO2 in the air. 
Standardize the solution against stand- 
ard acid potassium phthaiate (standard 
sample No. 84) or benzoic acid (standard 
sample No. 39) furnished by the National 
Bureau of Standards, according to the 
directions furnished with the standard. 
Calculate the P2O5 equivalent (Note) of 
the solution in grams per milliliter as 
follows: 


E = N X 0.003086 

where: 

E = P2O5 equivalent of the Na- 
OII solution in , grams per 
'milliliter, ' 

N — , normality of the NaOH solu- 
tion, and"' 

0.003086 = P2O5 equivalent of 1 N Na- 
OH in grams per milliliter. 

Note. — The value of the solution is based 
on the assumption that the phosphorus in 
cement is precipitated as 2 (NH 4 ) 3 P 04 ' 12 MoO;js 
and that the precipitate reacts with the NaOH 
solution thus: 

2 (NH 4 )bP 04 - I 2 M 0 O 3 + 46NaOH « ' 

■ 2(NH4)2HP04 + (NH4)2Mo04 +'23Na2Mo04 
+ 22 H 2 O. 

The number 0.003086 is obtained by dividing 
the molecular weight of P 3 O 5 (141.96) by 46 
(for 46 NaOH in the equation) and by 1000 
(number of milliliters in 1 liter). 

As the actual composition of the precipitate 
is infiuenced by the conditions under which the 
precipitation is made, it is essential that all the 
details of the procedure are followed closely as 
prescribed. 

(c) Standard Sulfuric Acid Solution 
(0,15 iF).— Dilute 4.0 ml. of H2SO4 to 1 
liter with water that has been freshly 
boiled and cooled. Standardize against 
the standard NaOH solution. Deter- 
mine the ratio in strength of the standard 
H2SO4 solution to the standard NaOH 
solution by dividing the volume of 
NaOH solution by the volume of H2SO4 
solution used in the titration. 

Procedure 

48. (a) Weigh 1 to 3 ,g. of the sample 
(Note 1) and 10 g. of, NH 4 NO 3 into a, 
150-m.L beaker. Mix .the contents, add 
10.' ml. of HNO3, and stir quickly, using 
the flattened end of a glass rod to crush 
lumps of cement, until the cement' is 
completely, decomposed , and the thick 
,gel of SiOa is broken up.,, .Cover the' 
beaker with a . watch g,las.s., '.'place it o,n. a, 
water bath or a hot plate at approxi- 
mately 100 C.. for ,15 to 20 m.in., and stir 
the contents occasionally,,' during' the,^ 
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heating* Add 20 ml , of hot water to the 
beaker and stir the contents. K the 
cement contains an appreciable amount 
of manganesej as shown by the presence 
of a red or brown residue^ add a few 
milliliters of NaNOa (50 g. per 1.) to dis- 
solve this residue. Boil the contents of 
the beaker until all nitrous fumes are 
completely expelled: This sliould not 
take more than 5 min., and water should 
be added to replace any lost by evapora- 
tion. Filter into a 400-mL beaker under 
suction and with a platinum cone to sup- 
port the filter paper, and wash the residue 
of Si02 until the volume of filtrate and 
washings is about 150 ml 

Note 1. — The amounts of sample and reag- 
ents used depend on the content of phosphorus in 
the cement. The minimum requirements are 
sufficient if the cement contains 0.5 per cent 
P'iOs or more. The maximum amounts are re- 
quired if the content of P 2 O& is 0,1 per cent or 
less. 

(6) Heat the solution to 69 to 71 C., 
remove it from the heat source, and im- 
mediately add 50 to IGO ml. of the am- 
monium molybdate solution. Stir the 
solution vigorously for 5 min., wash down 
the sides of the beaker with cool KNOs 
solution (10 g. per liter of water freshly 
boiled to expel CO2 and cooled), cover 
the beaker with a watch glass, and allow 
to stand 2 hr. Using suction, filter the 
precipitate (Note 2), decanting the solu- 
tion with as little disturbance to the 
precipitate as possible. Stir the precipi- 
tate in the beaker with a stream of the 
cool KNO3 solution, decant the liquid, 
then wash the precipitate onto the filter. 
Scrub the stirring rod and beaker with, a 
^ ^policeman,” and wash the contents onto 
the filter. Wash the precipitate until it 
is acid-free (Note 3), allowing each por- 
tion of wash solution to be sucked com- 
pletely through before, adding the next. 

Note 2.— The filter may be, a small .ordinary 
filter paper supported by a platinum cone, or 
a small Hirsch funnel may be used with filter 
paper cut to fit and a thin mat of paper pulp 


or acid- washed asbestos ' pulp. The filtration 
should be carried out with care to avoid any 
loss of the precipitate. The filter should fit 
well, and the suction should be started before 
the filtration and maintained until the end of 
the washing. 

Note 3. — ^About ' ten washings, are, usually 
required. Test the tenth washing with one drop 
of neutral phenolphthalein indicator (see Para- 
graph (d) and half a drop of the standard 
NaOH solution. If a definite pink color lasts 
at least 5 min., the precipitate is considered to 
be acid-free; otherwise, continue the washing. 

(c) Transfer the filter and precipitate 
to the beaker iu which the precipitation 
took place, using small damp pieces of 
paper to wipe out the funnel and to pick 
up portions of the precipitate that may 
remain on it. Add 20 ml. of cool CO2- 
free water to the beaker, and break up 
the filter by stirring rapidly with the 
^‘policeman’’ that was used to scrub the 
beaker. Add an excess of the standard 
NaOH solution, stir the contents until 
all trace of yellow has disappeared, w^ash 
down the stirring rod and sides of the 
beaker with 50 ml. of cool, CGa-free 
water, and add 2 drops of neutral 
phenolphthalein indicator (10 g. per 
liter of ethanol). Treat the solution 
with a measured quantity of the standard 
H2SO4 solution, sufficient to destroy 
completely the pink color. Complete 
the titration with the NaOH solution 
until there is a definite faint pink color 
that lasts at least 5 min. 

(d) Blank , — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in the 
analysis accordingly. 

{e) Calculation , — Calculate the per- 
centage of P2O5 to the nearest 0.01 as 
follows: 

P.O., per cent == X 100 

where: 

£ == P2O6 equivalent of the NaOH 
solution in grams per milliliter, 
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Vi = milliliters of NaOH solution used, 
F 2 = milliliters of HsSO^ solution used, 
R ratio ill., strength;; of the H 2 SO 4 
: solution to the NaOH solution, 
..and 

5 — grams of sample used. 

. ' MANGANIC OXIDE 

, Alternate Method ; ' 

Note. — See Note immediately preceding 
Section 33. ■ 

Reagent 

49. Standard Poiassum Perman- 
ganate Solution {0J8 A). -“Prepare a 
solution of KMnOi on the basis of 5.64 
g. per 1 (Note). The solution should not 
be filtered through any filter containing 
organic matter. It is most convenient 
to siphon off clear solution without dis- 
turbing the sediment on the bottom of 
the bottle. Standardize the solution 
against 0.7500 g. of sodium oxalate oxi- 
dimetric standard furnished by the 
National Bureau of Standards (standard 
sample No. 40) according to the direc- 
tions furnished with the sodium oxalate. 
Calculate the Mn 203 equivalent of the 
solution in grams per milliliter as follows: 

^ 0.2650 

^--~r 

where:; ■ 

E = Mn 203 equivalent of the 
KMnO 4 solution in grams per 
milliliter,- ' ■ 

J == milliliters of KMn 04 solution 
required by 0.7500 g. of 
Na 2 G 204 , and 

0.2650 = 0.7500 multiplied by the mo- 
lecular ratio of 3 Mn 203 to 
10Na2C2O4 (0.3534). 

Note.-— The 0.18 N solution . of KMn04 
specified in Section 31, wMch is generally used in 
the routine volumetric determination of CaO 
in cement and raw materials, is convenient to 
use. Exactly 0.005 g. of CaO is equivalent to 

0.004224 g. of MnA. 


Procedure 

SO. -, (a) Place 2 g. of the sample in a 
2.50-ml. beaker and add about 50 ml. of 
water to the cement. Stir the mixture 
until it is in, suspension and then add 
about 15 ml., of HCL Heat the mixture 
gently until the solution is as complete 
as possible. Add 5 ml of HNOa and 
50 ml. of water to the solution and boil 
it until most of the chlorine has been 
expelled. If necessary, add hot water 
to maintain the solution at a volume of 
about 100 ml Stop the boiling and add 
ZnO powder to the solution until the 
acid is neutralized. Add an excess of 3 
to 5 g. of ZnO powder to the solution and 
boil It for a few minutes. 

(i) Without filtering, and while keep- 
ing the solution hot (90 to 100 C.) by 
intermittent or continuous heating, ti- 
trate the solution with the standard 
KMnO 4 solution until a drop of it gives 
a permanent pink color (Note). When 
the end point is approached, add the 
standard solution drop by drop. After 
each drop, stir the solution, allow the 
precipitate to settle a little, and observe 
the color of the upper stratum of the 
solution by looking through the side of 
the beaker. 

Note. — I n the case of a cement in which the 
approximate content of Mn 203 is unknown, a 
preliminary determination may be made with 
rapid titration, 0.5 to 1 ml. of the standard solu- 
tion being added at a time, and without an 
attempt to keep the solution close to the boiling 
point. 

. if) Blank —Mskt .a blank .determina- 
tion, following the same procedure and 
using the same amounts of reagents, and 
correct the results obtained in. the analy- 
sis accordingly. 

{d) CatotowL““CaIcu.l,ate: the pe,r- 
centage of Mn 208 to .the nearest. 0.01 .as 

follows: 

.. MnsOa, .per cent .« EF X,50 



where: 
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to 130 C. for several hours, dissolve it in hot 
glycerol (100 to 125 C.) without grinding, and 


E = Mb 203 equivaleB't of . the KMnO.^ 

: solution ' ill grams :per , milliliter,. 
V = milliliters .of KMnO 4 solution used, 
and 

50,== 100 divided by- the .weight .of 
sample used .(2 g.).' ' 

. .. ., ■ FREE CALCIUM OXIDE . 

Aliern ate Method 

Note. — See Note immediately preceding 
Section 33. 

Reagents 

51. (a) Phenolphthalein Indicator — 
Prepare the indicator as described in 
Section 31(a). 

{b) Glycerol- Ethanol Solvent. — Pre- 
pare the solvent as described in Section 
31 {b). Either anhydrous BaCb or 
NaCl is used to accelerate the solution 
of free CaO. If anhydrous BaCb is 
used, dissolve it in the solvent on the 
basis of 1 g. per 60 ml. of solvent before 
the solvent is neutralized (Note). If 
NaCl is used, add 0.5 g. of it to the flask 
that contains solvent and freshly pre- 
pared CaO or sample at the beginning of 
the standardization or determination as 
th.e case may be. 

Note,”— A convenient way to prepare a large 
amount of solvent is to heat BaCl 2 * 2 H 20 at 120 


mix the solution with ethanol. If the salt is 
dehydrated at a much higher temperature, it 
may be slow to dissolve in hot gfycerol or sol- 
vent, even when ground. 

(a) Standard Ammonium Acetate. Solu- 
tion {0.2 N ). — Prepare .and standardize 
a solution of ammonium acetate as de- 
scribed in .Section.' 3-1 (a),’ using an ac- 
celerator as specified in Paragraph {b') 
of this section. 

Procedure 

52. Determine free CaO in clinker or 
cement as directed in Section 32, with 
the following exceptions: 

(1) Use anhydrous BaCb or NaCi as 
directed in Section 51 (b). 

(2) The end point is considered to be 
reached when the content of free CaO 
does not increase by more than 0.05 
per cent during the last hour of boil- 
ing (Note). 

Note. — I f the boiling is prolonged too long, 
the sample may be partially decomposed and 
the end point may be obscured by colored de- 
composition products. This alternate method 
has a tendency to give higher results than the 
method described in Section 32. Results by the 
alternate method should be occasionally checked 
with the other method. 


REPORT 


Recommended Order for Reporting 
Analysis 

,, 53. The following order is recom.- 
mended for reporting the results of 
chemical analysis of portland cement : 

Major Com ponejiis: 


Si02. . . . . - . . . ... . . . . . Silicon dioxide 

AI2O3 . . . ■ .Aluminum oxide 

FegOa ..... Ferric , oxide' ■ ' . 

CaO . . . .. . . . ,. . ........ Calcium oxide 

MgO ..... : . .. . . . Magnesium oxide 


SO3 Sulfur trioxide 

Loss on ignition 

Minor Components: 

Na20. Sodium oxide 

IC 2 O . Potassium oxide 

P2O5 ....... .Phosphorus pentoxide 

Mn20s , .............. Manganic oxide 

Sulfide suifur 

Separate Determinations: 

Insoluble residue 

Chloroform-soluble organic substances 
Free calcium oxide 
Water-soluble alkali 
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Scope 

1. This method of test is intended for 
determining the compressive strength 
of hydraulic-cement mortars. 

Apparatus 

2. (a) 6We5*.~~-The scales used in weigh- 
ing materials for mortar mixes shall con- 
form to the following requirements: On 
scales in use the permissible variation at a 
load of 2000 g. shall be plus or minus 2.0 g. 
The permissible variation on new scales 
shall be one half of this value. The sensi- 
bility reciprocaP shall be not greater than 
twice the permissible variation. 

(J) Weights . — The permissible varia- 
tions on weights in use in weighing mate- 
rials for mortar mixes shall be as pre- 

bunder the standardization procedure of the Society^ 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-l on Cement. 

^ Fdor to adoption as standard, this method was pub- 
lished as tentative from 1934 to 1944, being revised in 1937, 
1943, and 1944. 

* The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of equilibrium of the pointer one division. 
For a^ complete definition of sensibility reciprocal, see 
“Specifications, Tolerances, and Regulations for Com- 
mercial Weighing and Measuring Devices,” Handbook EZ9^ 
Nat. Bureau Standards, September, 1942, pp. 87 and 88. 


scribed in Table I. The permissible 
variations on new weights shall be one 
half of the values in Table I. 

, TABLE I. — PERMISSIBLE VARIATIONS ON 
WEIGHTS. 

Permissible 
Variations on 
, Weights in Use, 
plus or minus, 


Weight, g. g, 

1000 0.5 

900 0.45 

750 0.4 

500 0.35 

300.. .. 0.3 

250 0.25 

200.. . 0.20 

100....... 0.15 

50 0.10 

20 0.05 

10 0.04 

3 0.03 

2 0,02 

' ' 1... O.Oi 


(<;) Sieves. — Square-hole^ woven wire 
cloth No. Ido (149-microii), No. 50 (297- 
micron), No. 30 (590-micron) and No. 16 
(1190-micron) sieves conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.Mv. Designa- 
tion: E 11)^ shall be used, ' . 


^.Appears in, this .publication^ see Contents in Numeric 
Sequence of A.S.T.M, Designattons at front of book. 


A “tentative revision” of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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(d) Glass GmdMaies —Glass graduates 
of suitable capadties (preferably large 
enough tO' measure' the mixing water in a 
single operation) shall be made to deliver . 
the indicated volume at 20 C. ,(08 F.). 
The permissible variation shall be plus or 
minus, 2 ml , These graduates' shall be 
subdivided to at least 5 mb The main 
graduation lines shall be circles and shall 
be numbered. The least graduations 
shall extend at least one seventh of the 
way around, and intermediate gradua- 
tions shall extend at least one fifth of the 
way around. 

{e) Specimen Molds . — Molds for the 
2-in. cube test specimens shall be tight 
fitting. The parts of the molds when 
assembled shall be positively held to- 
gether. The molds shall be made of hard 
metal not attacked by the cement mor- 
tar. For new molds the Rockwell hard- 
ness number of the metal shall be not less 
than B 55. There shall be sufficient 
material in the sides of the molds to pre- 
vent spreading or warping. The interior 
faces of the molds shall be plane surfaces 
with a permissible variation of 0.001 in, 
for new molds and 0.002 in. for molds in 
use. The distances between opposite 
faces shall be 2 db 0.005 in. for newmolds, 
and 2 d= 0.02 in. for molds in use. The 
height of the molds, measured separately 
for each cube compartment, shall be 2 
ill. with permissible variations of plus 
0.01 in. and minus 0.005 in. for new 
molds, and plus 0.01 in. and minus 
0.015 in. for molds in use. The angle 
between adjacent interior faces, and be- 
tween interior faces and top and bottom 
planes of the mold shall be 90 rfc 0.5 deg. 
measured at points slightly removed from 
the intersection of the faces. 

■ ' (/): Mixing BowL—Thc mixing bowl 
shall be, of' enamelware or other non- 
absorptive, noncorroding ■ material ,and 
shall have a capacity of 6 tO'8 qt. .. 

(g) Flow Table.— The flow table appa- 


ratus shall consist of a rigid metal frame 
and a circular rigid table 10 in. in diame- 
ter with a shaft attached perpendicular 
to the table top. The table with attached 
shaft shall be mounted on the frame in 
such a manner that it can be raised and 
dropped vertically through a fixed height 
of I in. by means of a rotated cam. The 
table top shall have a plane surface and 
be of noncorrodible metal. The table 
and the attached shaft shall weigh 9 ±: 
0.1 lb. The end of the shaft shall not 
strike upon the cam at the end of the 
drop. The surfaces of the table and the 
frame which come into contact at the end 
of the drop shall be plane and parallel 
with the upper surface of the table and 
the material of these parts shall be hard 
metal to prevent cushioning effect. The 
contact faces of the cam and the shaft 
shall be such that the table does not ro- 
tate more than one revolution during the 
25 drops. The frame shall be attached 
rigidly to a concrete pedestal which shall 
be attached rigidly to the floor. The 
concrete pedestal shall be at least 8 in. 
square or in diameter at the top and at 
least 25 in. in height with a base suitable 
for rigid attachment to the floor and 
shall weigh at least 100 lb. The table 
top, after the frame has been mounted on 
the pedestal, shall be level along any two 
diameters at right angles to each other in 
both the raised and the lowered position, 
(h) Flow Mold— The flow mold shall 
be made of noncorrodible material and 
shall be 4 in. in inside diameter at the 
base, 2,75 in. in inside diameter at the 
top, and 2 in. in height. 

{i) Tamper . — The tamper shall be 
made of a nonabsorptive, nonabrasive 
material such as medium-hard rubber 
or seasoned oak wood rendered non- 
absorptive by immersion for 15 min. 
in paraffin at approximately 200 C. 
(392 F.), and shall have a cross-section 
of I by 1 in. and a convenient length 
(5 or 6 in.). 
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, Tf£}w/.~Tlie trowel shall iiave 
steel :..blacle '4 to,' 6 in, .in length, .with 
straight edges. 

(1) Testing M (whine. ---The testing ma- 
chine may be, either the li 3 ^draulic, or the 
■screw- type wdtli; sufiicient opening be- 
. tween the .upper bearing surface and the 
lower bearing surface of the machine, to 
permit' the use of verifying apparatus. 
The load applied tO' the. test ' specimen 
shall be indicated with an accuracy: of 
plus or minus 1.0 per cent. ■ The upper 
bearing shall be a spherically seated, 
hardened metal block firmly attached at 
the center of the upper head of the 
machine. The center of the sphere shall 
lie at the center of the surface of the block 
in contact with the specimen. The block 
shall be closely held in its spherical seat, 
but shall be free to turn in any direction. 
The diagonal or diametei-’^ of the bearing 
surface shall be only slightly greater 
than the diagonal of the face of the 2-in. 
cube in order to facilitate accurate cen- 
tering of the specimen. A hardened 
metal bearing block shall be used beneath 
the specimen to minimise wear of the 
lower platen of the machine. The bear- 
ing block surfaces intended for contact 
with the specimen shall have a Rockwell 
hardness number not less than C 60, 
These surfaces . shall not depart from 
plane surfaces by more than 0.0005 in. 
when the blocks are new and shall be 
maintained within a permissible variation 
of 0.001 in. 

Temperature and Humidity 

3, The .temperature of the air in the 
vicinity of .the mixing slab, the diy mate- 
rials, molds, base plates, and mixing 
bowl, shall be maintained between 20 


s A diameter of 3^ m.,wbich is large enough for testing 
3 by 6-in. cylinders, is satisfactory provided that the lower 
bearing block has a diameter slightly greater than the 
diagonal of the face of the 2-m. cube but not more than 2.9 
in., and is centered with respect to the upper bearing block 
and held in position by suitable means. 


and 27.5 C, (68 and 81.5 F.). The tem- 
perature .of: the mixing, water, moist 
closet or moist room, and w^a ter. in, the 
storage tank shall not vary from 21 C. 
(70 F.) by more than plus or minus 1.7 
C, (3 F.). The. moist closet .or moist 
room shall be so constructed as to pro- 
vide storage facilities for, test specimens 
at a' relative humidity of not less than 90 
per cent. 

Graded Standard Sand 

4. The sand (Note 1) used for making 
test specimens shall be natural silica sand 
from Ottawm, 111., graded as follows: 

Percentage 


Sieve Retained 

No. 100 (149-micron) 98 i 2 

No. 50 (297-micron) 724t S 

No. 30 (S90-micron).. 2 ±2 

No. 16 (1190~micron) none 


Sieve Analysis of Sand 

5. (a) For checking the grading of the 
sand, a sieving test of the sand shall be 
made on each of the four sieves specified 
in Section 2 (/), Samples of sand for 
the sieve tests shall be quartered from a 
sample of about 700 g. obtained by the 
method of quartering the contents of a 
full sack (100 lb.) which have been thor- 
oughly mixed and the pile flattened or 
spread out to niinimize segregation dur- 
ing quartering. 

(b) The test on each sieve shall be 
made wdth 100 g. of sand. The sieve 
shall be thoroughly clean and dry. The 
sieving operation shall be, performed in 
the manner. specified for sieving cement 
in the Standard. .Method of '..Test for 
Fineness of liydraulic . Cement . by the 
■ No. 200 Sieve .(A.S.T.M. .Designa- 
tion: C 184),^. .except that sieving shall 
be continued until not, more, than 0.5 g. 
passes through in 1 min. of continuous 
sieving. The weight of the residue on 
the sieve shall be expressed as a percent- 
.age.of the weight of the original .sample. 
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Ifiimber of Speciinens 

6. Three or more specimens shall be 
made for ■ each period of test specified. ■ ■ 

Preparing Specimen Molds 

: 7. The interior faces of the specimen 
molds shah be thinly covered with min- 
eral oil or light cup grease. The contact 
surfaces of the iialves of each mold shall 
be thinly covered with a heavy mineral 
oil or light cup grease such as petrolatum. 
After assembling the molds, excess oil or 
grease shall be removed from the interior 
faces and the top and bottom surfaces 
of each mold. Molds shall then be set 
on, plane, nonabsorptive base plates 
which have been thinly coated with 
mineral oil, petrolatum, or light cup 
grease. A mixture of 3 parts of paraffin 
to 5 parts of rosin by weight, heated 
between 110 and 120 C. (230 and 248 F.), 
shall be applied at the outside contact 
lines of the molds and base plates so that 
watertiglit joints are effected between 
the molds and the base plates (Note 2). 

Proportioning, Consistency, and Mixing 

of Mortars 

8. (a) The proportions of dry mate- 
rials of the standard mortar shall be one 
part of cement to 2.75 parts, of graded 
standard sand by weight. The quanti- 
ties of dry materials to be mixed at one 
time in 'the batch of mortar for making 
si,x cubes shall be 500 g. of cement and 
1375 g. of graded standard sand. The 
quantities of .dry materials to be mixed 
at one time in the batch of mortar for 
nine, cubes shall be 700 g. of cement and 
1925 g, of graded standard sand. The 
a.mount of mixing water, measured in 
. milliliters, shall be such as to produce a 
flow of between 100 and 115 as deter- 
mined in accordance with Section 9 and 
shall be expressed as a., percentage, by 
weight of the cement. , 

(b) Mixing shall be,, done in a bowl 
(Section 2 (f)) by vigorous and con- 


tinuous stirring, squeezing, and kneading 
with one hand which shall be protected 
by a snug-fitting rubber glove. The ma- 
terials for a batch shall be introduced 
in the following manner: 

(1) Place the water in the bowl, which 
has just been wiped with a damp 
cloth or damp sponge, 

(2) Add the cement to the water and 
mix for 30 sec., 

(3) Add approximately one half of the 
testing sand and mix for' 30 sec., 
and 

(4) Add the remainder of the sand 
and mix for 1| min. 

Determination of Flow 

9. The flow-table top shall be carefully 
wiped dry and the flow mold placed at the 
center. Immediately after completing 
the mixing operation, the mold shall be 
filled with mortar gently pressed into 
place by the finger tips to insure uniform 
filling. The mortar shall then be cut off 
to a plane surface, flush with the top of 
the mold, by drawing the straight edge of 
a trowel (held nearly perpendicular to 
the mold) with a sawing motion across 
the top of the mold. The mold shall be 
lifted away from the mortar 30 sec. after 
completing the mixing operation. Im- 
mediately the table shall be dropped 
through a height of in., 25 times in IS 
sec. The flow is the resulting increase 
in diameter of the mortar mass, expressed 
as a percentage of the original diameter. 
Trial mortars shall be made with varying 
percentages of water® until the specified 
flow is obtained. Each trial shall be 
made with fresh mortar. The batch of 
mortar upon which flow has been deter- 
mined shall not be used for molding 
specimens. 


* As a guide for the initial trial mortar, the percentage 
of water to produce the specified flow will be about 53 per 
cent for Portland cement containing air-entraining ma- 
terial and about 55 per cent for portland cement not 
containing air-entraining material. 
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■Molding Test Specimeiis 

■10, Immediately' foUowing completion 
of the mixingj the mortar ■ adhering ' to 
the mixing, glove shall be removed by 
striking the hand against the side or 
edge of the mixing bowl. The glove shall 
then'; be removed. A layer of mortar 
about 1 in. in thickness shall be placed 
in all of the cube compartments. Then 
the mortar in each cube compartment 
shall be tamped (Section 2 (i)) 32 times 
in about 10 sec. in four rounds, each 
round to be at right angles to the other 
and consisting of eight adjoining strokes 
over the surface of the specimen, as 
illustrated in Fig. 1. The tamping pres- 




Fig. i.—Order of Tamping in Molding of 
Test Specimens. 

sure shall be just sufSdent to insure 
uniform filling of the molds. The four 
rounds of tamping (32 strokes) of the 
mortar shall be completed in one cube 
before going to the next. When the 
tamping of the first layer in all of the 
cube compartments is completed, the 
compartments shall be filled with the 
remaining mortar and then tamped as 
specified for the first layer. On comple- 
tion of the tamping, the tops of all cubes 
should extend slightly above the tops of 
the molds. The mortar which has been 
forced out onto the tops of the molds 
shall be brought in with a trowel and the 
cubes smoothed ofi by drawing the flat 
side of the trowel (with the leading edge 


slightly raised) once across the top' of 
each cube at right angles to the length 
of the mold. The mortar shall then be 
cut off to a plane surface flush with the 
top of the mold by drawing the straight 
edge of the trowel (held nearly perpen- 
dicu.lar to the mold) , with a , sawing mo- 
tion over the length, of .the. mold. . . 

Storage of Test Specimens 

11, All test specimens, immediately 
after molding, shall be kept in the molds 
on the base plates in the moist closet or 
moist room from 20 to 24 hr. with their 
upper surfaces exposed to the moist air 
but protected from dripping water. If 
removed from the molds before 24 hr., 
they shall be kept on the shelves of the 
moist closet or moist room until they are 
24 hr. old, when the specimens, except 
those for the 24-hr, test, shall be im- 
mersed in clean water in storage tanks 
constructed of noncorroding materials. 
The storage water shall be kept clean by 
frec|ucnt changing. 

Procedure 

12. (a) Testing of the cube specimens 
shall be carried out immediately after 
their removal from the moist closet for 
24-hr. specimens, and from storage water 
for all other specimens. If more than 
one specimen at a time is removed from 
the moist closet for the 24-hr. tests, these 
cubes shall be covered with a damp cloth 
until time of testing. If more than one 
specimen at a time is removed from the 
storage water for testing, these cubes 
shall be placed in a pan of water at a tem- 
perature of 21 ± 1.7 C. (70 zh 3 F.) and 
of sufficient depth to completely immerse 
each cube until time of testing. 

(b) Each cube, shall ,be . wip,ed ^ to a 
surface-dry condition, and any . loose ^ sand . 
grains or. incrustations shall be removed 
fro.m the faces that .will be in contact 
with the bearing blocks of the testing. 
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machine. These faces shall be checked 
by application of a straightedge (Note 
'3). If appreciable, curvature is, present, 
the face or faces shall be ground to plane 
surfaces or the specimen shall be dis- 
carded..' 

(c) The load shall be applied to 
cube faces that: 'were in contact with the 
true plane surfaces of the mold. The 
cube shall be carefully placed in 'the 
testing machine below the center of the 
upper bearing block. No cushioning or 
bedding materials shall be used. The 
loading up to 50 per cent (25 per cent for 
expected maximum loads of less than 
4000 lb. at ages of 7 days or less) of the 
expected maximum load may be applied 
at any convenient rate, after which the 
specimen shall be loaded continuously to 
failure at a rate or rates which shall at no 
time be less than 1000 nor more than 
6000 psi. per min.^ 


Calcxilatioii 

■ 13. The total maximum load indicated 
by the testing machine shall be recorded, 
and the compressive strength calculated 
in pounds per square inch. If the cross- 
sectional area of a cube varies more than 
0.06 sq. in. from 4.00 sq. in., the actual 
area shall be used for the calculation of 
the compressive strength. 

Faulty Cubes and Retests 

14. Cubes that are manifestly faulty, 
or that give strengths differing by more 
than 10 per cent from the average value 
of all test specimens made from the same 
sample and tested at the same period, 
shall not be considered in determining 
the compressive strength (Note 4). 
After discarding cubes or strength values, 
if less than two strength values are left 
for determining the compressive strength 
at any given period, a retest shall be 
made. 


Explanatory Notes 


Note 1 : Segregation of Graded Sand . — 
The graded standard sand should be handled in 
such a manner as to prevent segregation, 
since variations in the grading of the sand cause 
variations in- the consistency of the mortar. 
In emptying sacks of sand into bins or in scoop- 
ing sand out of bins or sacks, care should be 
exercised to prevent the formation of mounds 
of sand or craters in the sand, down the slopes 
of which the coarser particles will roll. Bins 
should be of sufficient size to permit these pre- 
cautions. Devices for drawing the sand from 
bins by gravity should not be used. 

Note 2: U^atertigM Moids.--’Th& mixture 
of parafSn and rosin specified for sealing the 
joints between molds and base plates may be 


7 While the data presented in the report of the 1933 
cooperative tests (see the Report of Working Committee 
on Plastic Mortar Tests for Portland Cement, of Com- 
mittee C-1 on Cement, Proceedings, Am. Soc. Testing 
Mats., Vol. 34, Part I, p. 322 (1934)) do not give conclusive 
evidence on effect of rate of loading, the Working Com- 
mittee favors the use of a unifoim rate of loading of about 
4000 psi. per min. (1000 psi. per min. for low-heat Portland 
cements at ages of 7 days or less) . 


found difficult to remove when molds are 
being cleaned. Use of straight paraffin is 
permissible if a watertight joint is secured, but 
due to the low strength of paraffin it should be 
used only when the mold is not held to the base 
plate by the paraffin alone. A watertight 
joint may be secured with paraffin alone by 
slightly warming the mold and base plate before 
brushing the joint. Molds so treated should be 
allowed to return to the specified temperature 
before use. 

Note 3: Ctibe Faces . — ^^Results much low-er 
than the true strength will be obtained by 
loading faces of the cube which are not truly 
plane surfaces. Therefore, it is essential that 
cube molds be kept scrupulously clean, as 
otherwise large irregularities in the surfaces will 
occur. Instruments for cleaning of molds 
should always be softer than the metal in the 
molds to prevent wear. In case grinding of 
cube faces is necessary, it can be accomplished 
best by rubbing the cube on a sheet of fine 
emery paper or cloth glued to a plane surface, 



'58, ' .Test FOR. .Compressive. Strength 

using only a. moderate pressure. Such grinding 
is tedious for more than a few thousandths of an 
inch; : where more than this is found necessa.ry, 
it is recommended that the cube be discarded. 

Note 4.— Reliable strength results depend 
upon careful observance of all of the specified 
requirements and procedures. Erratic results 
at a given test period indicate that some of the 
requirements and procedures have not been 
carefully observed ; for example, those covering 
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the testing of the cubes as prescribed, in Section, 
12 (b) and (c). Improper centering of cubes 
.resulting in oblique fractures or lateral .move- 
ment of one of the heads of the testing machine 
during loading will often cause lower strength 
results. , A cube, so broken shall be considered as 
“manifestly faulty” if its strength differs by 
■ more than 10 per cent f,rom tlie average of all 
test .specimens inade .from the same sample and 
tested at the same period. 


AMERICAN- ASSOCIATIOrir STATE 
HIGHWAY OFFICIALS STAHDARB 
A.A.S.H.O. NO.: T 128-45 


Standard Method of Test for 


FINENESS OF HYDRAULIC CEMENT BY 
THE NO. 200 SIEVE! 



A.S«T.M. Designation: C 184 - 44 
Adopted, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 184; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope' 

1. This method of test is intended for 
determining the fineness of hydraulic 
cement by means of the No. 200 (74- 
micron) sieve. 

Apparatus 

2. {a) Sieve , — A standard No. 200 
(74-micron) sieve shall be used, con- 
forming to the requirements of the Stand- 
ard Specifications for Sieves for Testing 
Purposes (A.S.T.M. Designation: E 11)^ 
and certified by the National Bureau of 
Standards. Wire cloth for standard 
sieves for cement shall be woven (not 
twilled) from brass, bronze, or other 
suitable wire, and mounted without dis- 
tortion on a frame, about 2 in. (5 cm.) 
below the top of the frame. The joint 
between the cloth and frame shall be 
smoothly filled with solder to prevent 


1 Under the standardization, procedure of the Society 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-l on Cement. 

2 'This method formerly constituted a portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77 - 40), discontinued in 1944, which 
latter standard was originally part of the Standard Specific 
cations for Portland Cement (A.S.T.M. Designation: C 9) 
published as standard from 1904 to 1930, at which time the 
specifications and methods were separated and published 
individually. 

2 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


lodging of the cement. The sieve frame 
shall be circular, 8 in. (20.32 cm.) in 
diameter, and shall be provided with a 
pan and cover. The correction for the 
sieve used in this test shall be determined 
by sieving tests, made in conforraiity 
with the procedure of this test method, 
using a cement standardized for this 
purpose by the National Bureau of 
Standards (standard sample No. 46 or 
No. 47). The difierence between the 
percentage residue on the sieve and that 
assigned to the standard sample is the 
amount of the correction, which shall 
be added or subtracted as necessary, 

(h) Balance . — On balances in use, the 
permissible variation at a load of 50 g. 
shall be plus or minus 0.05 g., and at 
loads less than 0.1 g. the permissible 
variation shall be plus or minus 0.01 g. 
The permissible variations on new bal- 
ances shall be one half of these values. 
The sensibility reciprocal at each of the 


* The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of equilibrium of the pointer one division- 
For a complete definition of sensibility reciprocal, see 
‘Specifications, Tolerances, and Regulations for Com- 
mercial Weighing and Measuring Devices,” Handbook 
H3P, Nat. Bureau Standards, September, 1942, pp. 87 
and 88. 
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specified loads shall be not greater than 
twice the permissible variation specified 
for the load in question. The balance 
shall be enclosed in a glass case. 

(c) -The permissible varia- 

tions on weights in use in the fineness 
test shall be as shown in Table I, and the 
permissible variations on new weights 
shall be one half of these values. 


TABLE I.— 'PERMISSIBLE VARIATIONS 


Weightj g. 


50 .. .. 

20 .. . . 
10 .... 

5 .. .. 

2 .. .. 
1 .,.. 
0.500 
0.200 
0.100 
0.050 
0.020 
0.010 


ON WEIGHTS. 

Permissible Variations 
on Weights in Us©» plus 
or minus, g. 

0.04 

0.02 

0.014 

0.010 

0.006 

0.004 

0.003 

0.002 

0.001 

0.001 

0.001 

0.001 


(d) Brush . — bristle brush will be 
required for use in cleaning the No. 200 
sieve. A 1- or 1 J-in. brush with a 10-in. 
handle is a convenient size. 

Procedure 

3. (a) A SO-g. sample of the cement 
shall be placed on the clean, dry No. 200 
(74-micron) sieve with the pan attached. 
Washers, shot, and slugs shall not be used 
on the sieve. While holding the sieve 
and pan (without cover) in both hands, 
the sieving shall be done with a gentle 
wrist motion until most of the fine mate- 
rial has passed through and the residue 
looks fairly clean. This operation usu- 
ally requires only 3 or 4 min. When the 
residue appears clean the cover shall be 
placed on the sieve and the pan removed. 
Then, with the sieve and cover held 
firmly in one hand, the side of the sieve 
shall be tapped gently with the handle of 
the brush used for cleaning the sieve. 
Dust adhering to the sieve will thus be 


dislodged and the underside of the sieve 
may then be swept clean. The pan shall 
be emptied and wiped out thoroughly 
with a cloth or waste, the sieve replaced 
in. the pan, and the cover carefully re- 
moved. Any coarser material that has 
been caught in the cover during the 
tapping shall then be returned to the 
sieve. 

(6) The sieving shall be continued 
(with the cover removed) as described 
in Paragraph (a) for 5 or 10 min., de- 
pending on the condition of the cement. 
The gentle wrist motion involves no 
danger of spilling the residue, which 
shaU be kept well spread out on the 
screen. More or less continuous rota- 
tion of the sieve shall be carried on 
throughout the sieving. This open siev- 
ing may usually be continued safely for 
8 min. or more, but care should be taken 
that it is not continued too long. The 
cover shall then be replaced and the same 
process of cleaning followed as described 
in Paragraph {a). If the cement is in 
proper condition, there should now be no 
appreciable dust remaining in the residue 
nor adhering to sieve or pan. 

{c) One-minute tests shall be made as 
follows: The sieve, with pan and cover 
attached, shall be held in one hand in a 
slightly inclined position and moved for- 
ward and backward in the plane of in- 
clination, at the same time striking the 
side gently about ISO times per minute 
against the palm of the other hand on 
the upstroke. The sieving shall be per- 
formed over a white paper, and any 
material escaping from the sieve or pan 
and collected on the paper shall be re- 
turned to the sieve. After every 25 
strokes, the sieve shall be turned about 
one sixth of a revolution, in the same 
direction (Note). The sieving operation 
shall be continued until not .more than 
O.OS'g. passes through in 1 min. of con- 
tinuous sieving. Then the residue on 
the sieve shall be transferred .to the 
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balance pan, taking care to brush the 
sieve cloth thoroughly from both sides 
to insure the removal of all the -residue 
from the sieve. 

Note,^ — Sieve covers may be marked with 
three straight lines through the center and inter- 
secting at 60 deg. If one of the lines is marked 
with an arrowhead and the habit is formed of 
starting with this point under the right hand, 
one can easily follow the progress of the 1 -min. 
tests. V 

Caictilation 

4. The' fineness shall be calculated as 
follows:, 

F = ^X100+ C 
50 


where: 

F = fineness of the cement expressed' 
as percentage residue on ; the 
No. 200 (74~micron) sieve, 

R == weight of residue on the No. 200 
(74-micron) sieve, in grams, and 
C = sieve correction, determined as pre- 
scribed in Section 2 (a) and 
added as an algebraic sum. 

Mechanical Sieving 
5. Mechanical sieving devices may be 
used, but the cement shall not be rejected 
if it meets the fineness requirement when 
tested by the hand method described in 
Section 3. 



AMEMCAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H.O. NO,: T 98-45 


Standard Method of Test for 

FINENESS OF PORTLAND CEMENT BY THE 
TURBIDIMETER! 



A.S.T.M. Designation: C 115- 42 
Adopted, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 115; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the 
Wagner turbidimeter^ apparatus and 
procedure for determining the fineness of 
Portland cement as represented by 
specific surface expressed as total sur- 
face area in square centimeters per gram 
of cement. 


Apparatus 
Nature of Apparatus 

2. The Wagner turbidimeter consists 
essentially of a source of light of constant 
intensity adjusted so that approximately 
parallel rays of light pass through a sus- 
pension of the cement to be tested and 
impinge upon the sensitive plate of a 
photoelectric cell. The current gen- 
erated by the cell is measured with a 


3 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1934 to 1942, being revised in 
1938 and 1941.^ 

^This turbidimeter was developed by L. A. Wagner, 
Research Associate of the Cement Reference Laboratory, 
National Bureau of Standards, Washington, D. C. A 
description of the apparatus and mathematical derivations 
of formulas used are given in the paper, “A Rapid Method 
for the Determination oi the Specific Surface of Portland 
Cement."' by L. A. Wagner, Pmceedings, Am. Soc. Testing 
Mats., VoL 33, Part II, p, SS3 (1933). , , 


microammeter and the indicated reading 
is a measure of the turbidity of the sus- 
pension. General considerations indi- 
cate that turbidity is in turn a measure 
of the surface area of the suspended 
sample of cement. The apparatus, illus- 
trated in Fig. 1, shall consist specifically 
of the parts described in Sections 3 to 9. 

Turbidimeter 

3. The turbidimeter shall be mounted 
in a suitable case and shall include the 
following features: 

(a) Source of Light , — The source of 
light (Fig. 1) shall consist of a 3 to 6 
candlepower, concentrated-filament elec- 
tric lamp operated by a 6-v. storage 
battery, or a source of constant enif. 
A parabolic reflector shall be mounted 
behind the lamp and the lamp focused 
in such manner that approximately 
parallel rays of light will pass through 
the sedimentation tank and will im- 
pinge upon the photoelectric; cell. The, 
light intensity .shall be regulated, , by 
means of two rheostats having resist- 
ances of approximately 6 and, 30 .ohms, 
respectively, and mounted in series with 
the lamp but .in parallel, writh' each other. 
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Fig. 1. — Dimensional Details of Turbidimeter Fineness Test Apparatus. 
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(b) Waief 'CelL— -The light shall pass 
through a water cell before entering the 
sedimentation taiih in order that radiant 
heat from the beam shall be absorbed. 
The cell shall consist of 3-in. diameter 
brass tubing, 4 in. in length, with glass 
windows cemented in the ends with a 
suitable sealing material A stoppered 
hole shall provide for filling with distilled 
water. The cell shall be so arranged 
that all rays of light entering the sedi- 
mentation tank shah fiirst pass through 
the water. 

(c) Retarding Filter. — A light-retard- 
ing glass or other device shall be pro- 
vided that will reduce the intensity of 
light from that corresponding to 100 
microamperes to a reading of 20 to 30 
microamperes. The light intensity shall 
be uniformly retarded over the entire 
area of that portion of the cell which is 
exposed to light during a test. 

(d) Sedimentation Tank. — The sedi- 
mentation tank shall be constructed of 
2 ^-m. plate glass cemented together to 
form a rectangular tank having inside 
dimensions 2 by If in. by 8 in. in height. 
The permissible variations on the inside 
dimensions of the tank shall be plus or 
minus 0.03 in. in length and width and 
plus or minus OJ in. in height. The 
2-in. faces of the tank shall be placed 
normal to the beam of light, and shall be 
equidistant within 0.01 in. at all points, 
A mark shall be placed on the side of 
the tank to indicate a volumetric content 
of 335 ml, which is the level to which 
the tank will be filled in a test. 

(e) Photoelectric Cell.- — The means of 
measuring the light intensity shall be a 
sensitive photoelectric cell (Weston 
Photronic type) connected directly to a 
microammeter. A hood with a horizon- 
tal slot I in. in height by If in. in width 
shall be mounted over the- face of the 
photoelectric cell 

(/) Shield.— A metallic shield having a 
slot f-in. in height by If in. in width, as 


indicated in Fig. 1, shall be placed- be- 
tween the water cell and the sedimenta- 
tion tank. 

■ (g) Elevating Device —The souicq .oi 
light, water cell, photoelectric cell, 
retarding filter, and shield shall be 
mounted on a movable shelf which may 
be raised or lowered, and which may be 
readily and accurately adjusted. so that, 
the turbidity of the suspension may be 
determined at any desired depth. The 
sedimentation tank shall be mounted on 
a base which is independent of the rest 
of the apparatus so that the tank shall be 
free from vibration caused by moving the 
shelf. The level of the light beam with 
reference to the surface of the suspension 
shall be indicated by a pointer which will 
travel along a scale mounted on the 
cabinet. The zero of the scale shall 
indicate that position at which the center 
lines of the slots for the light beam are at 
the same elevation as the surface of the 
liquid in the tank when filled to the 
335-ml level The lines on the scale to 
be marked 7.5, 10, IS, 20, 25, and 30-60, 
shall be located at distances from the 
zero mark equal to values ^^h’’ in Table 
I, and shall indicate the positions at 


TABLE I.-VALUES OF h, d, AND ~ TO BE- USED 

■ IN CALIBRATION OF THE TURBIDIMETER 
APPARATUS. 


Particle 

Diameter, 

microns 

Depth of 
Suspension, /i, 
cm. 

h 

, 

60 

15 

0.00417 

55 

IS 

0.004% 

SO 

15 

0.00600 

45' 

15 

0.00741 

40 

15 

0.00938 

35 

IS 

0.01225 

30 

IS 

0.01667 

25 

13.1 

0.0210 

20 

10.0 

0.0250 

15 

6.6 

0.0293 

10 

3.3 

0.0333 

7.5 

2.1 

0.0375 


which the pointer should be located 
when turbidity readings for these particle 
sizes are taken. The interior of the 
turbidimeter cabinet and the exterior 
surfaces of the shelf, parabolic reflector, 
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water cell, shield; and photoelectric cell 
hood shall be painted with a dull optical 
black pamt. 

Microammeter 

4. The microammeter shall have a 
range ■ of vO to 50 microamperes, shall be 
readable' to OT microampere, and accu- 
rate to 0.25 microampere. The internal 
resistance of the microammeter shall be 
between 50 and 150 ohms. 

Source of Current 

5. A 6-v. automobile starting and 
lighting storage battery or a source of 
constant emf, shall be used for supply- 
ing current to the lamp. 

Sieve 

6. The sieve shall be 2 in. in diameter 
and have side walls 3 in. in height, and 
shall be fitted with a No. 325 (44-micron) 
woven wire screen cloth, which cloth 
shall conform to the requirements of the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11) of the American Society for 
Testing Materials,^ and be such that the 
sieve correction factor obtained shall 
not be greater than 15 per cent (see 
Section 10 (5)). 

Stirring Apparatus 

7. The stirring apparatus shall consist 
of either {a) a cylindrical brush, f in. in 
diameter and about If in. in length, with 
an end approximately fitting the contour 
of the bottom of a |-in, diameter test 
tube, or (J) any other stirring device 
that will be equally efficient in dis- 
persion as measured by specific surface 
determinations on a standard sample. 
The stirring apparatus shall rotate at a 
speed of approximately 3500 rpm. 

Timing Burette 

8. The time of settling for the different 
sized particles shall be obtained from a 

4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


burette from which kerosine: is allowed to 
flow. The burette shall consist of a glass 
tube having a capillary tube fused into 
the lower end. The upper end of the 
large tube shall be flared to serve: as a 
funnel for introducing kerosine into the 
tube. The burette shall conform to the 
following limiting dimensions:"* 

. Permissible 
Dimension, . Variation, ' 
cm. cm. ' 

Length of large tube 38 ±4 

Inside diameter of large tube 1.9 ±0.2 

Length of capillary 17. S ± 2.5 

Diameter of capillary 0.09 ± 0.005 

Top of burette to rero line 7 ±1 


“ Since glass tubing of desired dimensions is not always 
obtainable, the above wide permissible variations allow 
selection of dimensions to produce a burette having a 
duration of flow which will permit of calibration as de- 
scribed in Section 10 (a). 

Suspending Liquid 

9. Clear white kerosine shall be used 
with the turbidimeter apparatus. 

Calibration of Apparatus 
Calibration of Turbidimeter 

10. The turbidimeter apparatus shall 
be calibrated in accordance with the 
following procedure: 

{a) Calibration of Burette Scale.— 
For calibration of the burette scale a 
kerosine having a known viscosity and 
density for the temperature at which the 
calibration is to be made shall be used. 
The times of flow from the burette which 
correspond to the times of settling for 
the different sized particles shall be 
calculated from the following equation: 

1,837, 000 w h 

(P1- P2) ^ 

where: 

t = time of settling, or time of flow 
in seconds, 

tt = viscosity of kerosine in poises, 

Pi = density of cement particles in 
grams per cubic centimeter == 
3.15 for Portland 'cement,® 

® The specific gravity of Portland cement does not vary 
greatly, and in this work it is considered constant at 3,lL 
A variation of 0.15 from this value when substituted in 
Stokes’^ law gives a variation of 2.5 per cent in the diameter 
of the particle measured. 
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■ . Ps == density of kerosine in grams per 
, cubic, centimeter, ■ 

' h — depth of suspension to level of 
light in centimeters, and 

d . == diameter , of particle in microns. 

■■ h ' 

. Values of are given in Table I, 

The burette shall next be filled with 
kerosine at the calibrating temperature, 
a timing clock shall be started at the 
instant the kerosine in the burette drains 
past the zero line, and levels reached by 
the draining kerosine shall be marked on 
the burette for each of the time intervals, 
I, calculated as described above. At 
these marks, permanent lines and num- 
bers indicating the corresponding di- 
ameters shall be etched on the burette 
(Note 1). 

The construction and graduation of 
the burette shall be such that the time 
required for the kerosine to pass the 
permanent lines of the burette shall 
agree with the calculated time of set- 
tling within 1 per cent, except that the 
permissible variation shall be not less 
than 1 sec. 

Note 1. — By using the calibrated burette the 
apparatus may be used within the normal range 
of room temperatures without further correc- 
tion, the change in rate of flow of the kerosine 
from the burette automatically compensating 
for change in viscosity of the suspension due to 
temperature. The kerosine in the burette and 
that of the suspension should be kept the same 
within i F. (0,5 C.). This condition will 
ordinarily exist if the supply of kerosine is kept 
in the same room as the apparatus. 

Extreme care must be taken to ascertain that 
only clean kerosine is used in the burette, and in 
addition the capillary should be examined fre- 
quently to make sure that no small pieces of lint 
or other foreign material have become lodged 
bit. 

{h) Calibration of No* 325 Sieve*— 
The spray nozzle and pressure gage shall 
be connected to a water supply line and 
the pressure on the spray nozzle adjusted 
to 10 psi. One gram of the current lot of 


National Bureau of Standards standard 
sample No. 114® shall be placed on the 
No. 325 (44-micron) sieve and washed 
for 1 min. The sieve and residue shall 
be dried in an oven or over a hot plate 
(Note 2) and the residue brushed from 
the sieve and weighed on an analytical 
balance. The difference between, the 
amount of 'residue obtained in , this 
manner and the amount of residue in- 
dicated by the fineness specified for the 
standard sample, expressed as a per- 
centage of the former residue, shall be 
the sieve correction factor (see Note 3; 
also Table II, footnote a)* 

Note 2, — Care should be taken not to heat 
the sieve hot enough to soften the solder. 

Note S.—It should be observed that the 
sieve correction as .specified Is a factor to be 
multiplied by the residue obtained and that the 
amount to be added to or subtracted from the 
residue in any given test is therefore proportional 
to the amount of residue, 

(c) Determination of the Proper Light 
Intensity, h . — The calibration of the 
turbidimeter proper shall be made by 
adjustment of the light intensity, /o. 
Increasing the light intensity reduces the 
calculated surface area of any sample 
and vice versa. Using the regular test 
procedure described in Sections 12 to 
14, and with the light adjusted to a trial 
value of 25 microamperes through the 
filter, a determination of the, specific 
surface shall be made using the current 
lot 'of National Bureau of Standards 
standard sample No. . 1 14.® If a, ^specific 
surface greater .than that assigned , for 
the standard sample is obtained, the light 
intensity through the filter shall be in- 
creased, the suspension shall be reagi- 
tated, and the analysis repeated. If a 
specific surface less than the assigned 
value is obtained, .the. light-, intensity 
shall be decreased, .the suspension reagi- 
■tated, and the analysis repeated. ' Using 

“Obtainable at the National Bureau of , Standard?, 
Washington, IX-C. ■ 
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new suspensions, the above procedure 
shall be repeated twice and the average of 
the three intensities noted. When the in- 
tensity is found which results in a specific 
.surface within plus or minus 15 sq. .cm. 
of the values assigned to the standard 
sample, . the tank .shall be removed and 
the intensity through the filter recorded. 
The light shall next be adjusted to this 
average value and a tank of clear kero- 
sine placed in its path. The intensity 
through the filter plus ' tank of clear 
kerosine shall be recorded. This be- 
comes the permanent reference value 
for the intensit}^ of the light, and the 
rheostats shall be adjusted at the begin- 
ning of each test to give this value 
through the filter plus tank of clear 
kerosine from the regular supply. 

Test Sample 
Size of Test Sample 

11, The size of the sample of cement 
for test shall be so selected that the 
microammeter readings will occur in 
the middle portion of the microammeter 
scale (Note). 

Note. — The following approximations will 
be helpful in many instances in selecting the 
size of sample: 0.3-g. sample for a cement of 
which more than 85 per cent passes a No. 325 
(44-micron) sieve, 0.4-g. sample for a cement of 
which 70 to 85 per cent passes a No. 325 sieve, 
and 0.5-g. sample for a cement of which less 
than 70 per cent passes a No. 325 sieve. 

Procebure 
Sieve Determination 

12. A No. 325 ’ (44-micron) sieve de- 
termination shall be made on a 1-g. 
sample of the cement in accordance with 
the procedure specified for calibration in 
Section 10 (b). The percentage (cor- 
rected) of cement passing the sieve shall 
be ; recorded as f. (See Note; also 
. Table II, footnote a.) 

■ , Note. — After three.determinatiGns the. sieve 
should be dipped in diluted HCl (1:10) and 


immediately rinsed with water to remove 
particles lodged in the meshes. ' After 25 deter- 
minations the sieve should be recalibrated. 

Preparation of the Suspension: 

13. (a) The cement sample shall, be', 
placed in a test tube with 10 to 15 ml of 
kerosine and 5 drops of oleic acid 
(U.S.P.). (Oleic acid is added as a 
dispersing agent and has slight or no 
effect on the viscosity of the kerosine* 
The oleic acid, Tvhich changes with age 
and exposure to heat and light, should 
be kept in a well-stoppered dark-glass 
bottle.) The mixture shall then be 
stirred for T min. with the apparatus 
described in Section 7 and shall then 
be transferred to the settling tank, the 
brush and tube washed with clear kero- 
sine w^hich shall also be added to the 
suspension, and clear kerosine added 
until the total volume of the suspension 
in the tank is 335 ml, (Note 1). 

Note 1. — Since it is important that the level 
of the liquid in the tank coincide with the zero 
mark on the scale of the instrument (see Sec- 
tion 3 (x)), it is correspondingly important that 
the volume of the suspension be close to 335 ml. , 
as specified. This may be accomplished by the 
use of a flask, calibrated to deliver 335 ml., 
from which all the kerosine used in making up 
a suspension is taken; or a point gage may be 
used, consisting essentially of a flat plate ap- 
proximately 2 by 2| in. to the center of which 
is attached vertically a metal pin of such length 
that, when the plate is placed in position on top 
of the tank, the point of the pin is at the 335-mL 
level. Either of these methods should insure the 
position of the liquid level within a few tenths 
of a millimeter. 

(b) Agitation of the S-m pension, —Just 
before being placed in the path of the 
light beam, the tank shall be agitated to 
effect a uniformity of the suspension. 
The tank shall be covered with a ground- 
glass cover and oscillated 180 deg, about 
a horizontal axis, turning the tank upside 
down and back again to its original 
upright position approximately once each 
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second ■ for about 1 Eiin. (Note ■ 2). 
Care should be taken to prevent loss' of 
kerosine' (Note 3). The suspension will 
then be ready to place in its proper posi- 
tion in the path of the light beam. 

Note 2. — ^The ' procedure described for os- 
cillating the suspension must be carefully fob 
lowed. The procedure used in shaking a cock- 
tail must not be used. 

Note 3. —The faces of the glass tank shall be 
clean when the suspension is added, and care 
must be taken to avoid as much as possible the 
necessity of cleaning the faces thereafter. 

Procedure"' 

14. The turbidimeter apparatus shall 
be operated in accordance with the 
procedure described in the following 
Paragraphs (a) to (h): 

(a) With retarding filter and sedimen- 
tation tank containing approximately 
100 ml of clear kerosine in the light path, 
the light shall be adjusted to the proper 
intensity, Jo, by taking repeated readings 
at 1-min. intervals until an unchanging 
value shall indicate that the lamp and 
photoelectric cell are in equilibrium 
(Note 1), 

Note 1. — To protect the microanimeter, the 
lamp must never be turned on without a sus- 
pension or the retarding filter in position to 
reduce the light intensity to a value within the 
range of the microammeter. 

(5) The proper size of sample of 
cement (Section 11) shall be weighed and 
a suspension prepared in accordance 
with Section 13 (a). 

(c) The shelf level pointer shall be 
placed at the 30--60-micron position. 

(d) The burette shall be filled to a 
suitable height with kerosine from the 
same lot and at the same temperature as 
the kerosine used in the suspension, and 
oscillation of the tank containing the 
suspension shall be started in accordance 
with Section 13 (b). The oscillation 
shall be continued until the kerosine 
drains to the zero line on the burette, 
when the agitation shall be stopped 


(Note 2).' The tank shall be immediately 
placed in position in the path of the light 

beam. 

Note 2. — The lid to the tank must fit so " that 
no kerosine drains down the outside faces of 
the tank. 

■ (e) The retarding filter shall be im- 
mediately removed from the light path' 
and the cabinet door closed. 

(f) The microammeter shall be read 
at the instants the kerosine in the burette 
drains past marks 60, 55, 50, 45, 40, 35, 
and 30. 

(g) The shelf shall then be raised suc- 
cessively to the marks 25, 20, IS, iO, and 
7.5 on the pointer scale, the microam- 
meter being read at each position as the 
kerosine drains past the corresponding 
mark on the burette. 

(h) The filter shall be replaced in the 
path of the light beam, the tank re- 
moved, and the intensity of the lamp 
checked (Note 3). 

Note 3. — If the microammeter indication has 
shifted more than 0.3 microampere from the 
initial setting through the filter alone, the test 
must be repeated. A freshly charged storage 
battery should be momentarily short-circuited 
to reduce the voltage to constant value. If the 
microammeter indication continues to fluctuate, 
look for loose connections in the lamp and photo- 
electric-cell circuits, see that the rheostat con- 
tacts are clean, and make certain that the lamp, 
socket, and reflector are rigidly fixed in their 
mounting. 

Calculation 
Calculation and Record 

IS. (a) SpecificSurf ace —Speci&c sm- 
face shall be calculated from the follow- 
ing equation: 

3Sf(2-log:Jeo) 

1,5 + 0.75 log J7.fi + logljo -b log /'15' , ' 
+ log J 20 . . . . + log Im — 11. 5, log Im 

where: 

S — specific surface of the sample in 
' square centimeters per gram, 
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. r = corrected percentage by weight 
passing the No. 325 (44-microii)' 
sieve, and 

1*7.6, Iio, /is » • • Jeo = microammeter 
' readings, in microamperes, 
which correspond to the par- 
ticle diameters 7.5, 10, IS . *• 
:60 microns. 

Note.— The constant factor 38 applies only 
to a material having the specific gravity of port- 
land cement (approximately 3.15). For any 
other material there must be calculated the cor- 
responding proper value for this factor which, in 
the derivation of the formula, varies inversely 
as the density of the particles (in grams per 
cubic centimeter). 


' (b) If the fineness of a sample as deter- 
mined in' accordance with Paragraph (a) 
fails to conform to the specification re- 
quirements for fineness, a retest shall be 
made by the complete procedure de- 
scribed in Sections 14 and 15. 


TABLE IL— ILLUSTRATIVE FORM FOE RECORD- 
ING TURBIDIMETER TEST DATA AND CAL- 
. CULATION OF SPECIFIC SURFACE. 

(Values shown are for purpose of illustration only.) 


Sample Identification. . Sample X 

Passing No, 325 (44-inicron) Sieve 

(wet method), r, corrected B9.7 per cent® 

Filter Reference (through filter alone) 

Before Test. 20.5 microamperes 

After Test ..... 20.5 microamperes 

Weight of Sample Tested 0.3 g. 


(b) Recording of Data . — The form 
shown in Table II is suggested for the 
recording of turbidimeter data and cal- 
culation of specific surface. 

Calculation of Specific Surface from First 
Turbidity Reading leo 

16. {a) This method may be used for 
successive determinations from the same 
plant, provided, that the same size test 
samples are used, and that there is no 
great change in fineness, color, or other 
properties of the cement. Under these 
conditions the specific surface of a sample 
may be calculated from the first turbidity 
reading, by using the following 
equation: 

S ^ c(2 log loo) 

where: 

S == specific surface of the sample in 
square centimeters per gram, 
leo = microammeter reading corre- 
sponding to particle diameter 
of 60 microns, and 

c =* transmittancy constant for the 
particular plant. 

Note.— The transmittancy constant 
may be evaluated by substituting in the above 
equation .known values, of .5 and 2 — log loo 
as determined from a complete turbidimeter 
test. The average of not less than five values 
of as determined from complete tests, 
should be used in tUe above equatio'n. 


Particle Size, 1, 

microns microamperes Log I 

60 n.O 1.041^ 

55 n.l 1.045 

SO 11.3 1.053 

45 11.5 1.061 

40 11.7 1.068 

35 12.1 1.083 

30 12.6 1.100 

25 13.4 1.127 

20 14.4 1.1.58 

15 IS. 7 1.1% 

10 19.1 1.281 

7.5 23.0 1.362^ 


0.75 X 1.362 = 1.022 
1.500 


Sum = 13.694 
11.5 X 1.041 « 11.972 


S 


Difference — 1.722 


38 X 89.7 X 0.959 
1.722 


1900 sq. cm,, per g. 


® The following example presents an illustration of the 
determination and application of the sieve correction 
factor for a No. 325 sieve (wet method) : 

Determinaiion: 

Residue specified for standard sample No, 

114c =» 10.8 per cent, or a residue for 1-g. 
test sample ^ ^ ** 0.108 g. 

Residue obtained on the sieve, which is being 
calibrated with standard sample 0.100 g. 

Difference between specified and test resi- 
dues « 0.008 g. 

0 008 

Correction factor for sieve = -f X lOO « -|-8.0 
(plus in this example) per cent 

Application: 

Sieve correction factor =* -f- S.O per cent 
Residue from the sample 
under test *» 0.Q9Sg. 

Correction 

+■ 0.08 X 0.095 g. * +0.008 g. 

Corrected residue ” — — . . 

(algebraic sum) =* 0.103 g. « 10.3 per cent 

Corrected amount pass- 
ing sieve (r) 89.7 percent 

^For convenience in calculation, log Jeo and log /t.s 
are recorded in a separate column. 
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Standard Method of Test for 
NORMAL CONSISTENCY OF HYDRAULIC CEMENT' 



A.S.T.M. Designation: C 187 -44 

Adopted, 1944. ^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 187; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ■ 

L This method of test is intended for 
determining the normal consistency of 
hydraulic cement. 

Apparatus 

2. (a) Scales , — The scales shall con- 
form to the following requirements: On 
scales in use the permissible variation at 
a load of 1000 g. shall be plus or minus 1.0 
g. The permissible variation on new 
scales shall be one half of this value. The 
sensibility reciprocal® shall be not greater 
than twice the permissible variation. 

(b) }V eights , — The permissible varia- 
tions on weights in use in weighing the 
cement shall be as prescribed in Table I. 
The permissible variations on new 


1 Under the standardization procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee C-I on Cement. 

2 This method formerly constituted a portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77 - 40), discontinued in 1944, which 
lat'ter standard was originally part of tlie Standard Specifi- 
cations for Portland Cement (A.S.T.M. Designation: C 9) 
published as standard from 1904 to 1930, at which time the 
specifications and methods were separated and published 
individually. 

® The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of eouilibrium of the pointer one division. 
For a complete definition of sensibility reciprocal, see 
^‘Specifications, Tolerances, and Regulations for Commer- 
cial Weighing and Measuring Devices,’* Handbook H29^ 
Nat. Bureau Standards, September, 1942, pp. 87 and 88. 


weights shall be one half of the values in 
Table!. 

{c) Glass Gr actuates, —GA'diSS graduates 
of lOO-ml. to 200-mL capacities used for 
measuring the mixing water sliall be 
made to deliver the indicated volume at 
20 C. (68 F.). The permissible variation 

TABLE t , — PERMISSIBLE VARIATIONS ON . 

WEIGHTS- 


Permissible ■ 
Variations on 
IV eights in Use, 
plus or minus, 

Weight, g. g. 

500 0.35 

300 0.3 

250 ^ 0.25 

200 0.20 

100 0.15 

50... 0.10 

20 0.05 

10 0.04 

5 ■ . 0.03 

2....' ' 0.02 

1 0.01 : 


shall be plus or minus, 1.0 ml. , The main 
graduation lines shall be. circles, and shall 
be numbered. .The least .graduations 
shall extend. at least. one seventh of the 
way around, and intermediate gradua- 
tions shall extend at least one, fifth of the 
way around./' 



Test FOR Normal Consistency or Hydraulic Cement (G 187 “ 44) 71 


, (d) Vicai Apfaraius.— -The Vicat ap- 
paratus shall consist , of a frame A (Fig, 1) 
bearing a movable 'rod B, weighing 300 
g .5 one end C, the plunger end, being 1 
cm. in diameter for a distance of at least 
5 cm,, and the other end having a re- 
movable needle D, 1 mm. in diameter 
and' 5 cm, in length. The rod B is re- 


6 cm. at the top, and a height of 4 cm. 
In addition to the above, the Vicat ap- 
paratus shall conform to the following 

requirements: 


Weight of 

plunger. 300 ± O.S g. (0.661 Ib. ± 8 grains) 

Diameter of 
larger end of 

jplunger 1 d= 0.005 cm. (0.394 ± 0.002 in.) 

Diameter of 

needle 1 db 0.05 mm, (0.039 ± 0.002 in.) 



versible, and can be held in any desired 
position by a set screw E, and has an 
adjustable indicator F which moves over 
a scale (graduated in millimeters) at- 
tached to the frame .4 , The paste is held 
in a rigid conical ring G, resting on a glass 
plate II about 10 cm. square. The ring 
shall be made of a noncorroding, non- 
absorbent material, and shall have an 
inside diameter of 7 cm. at the base and 


Inside diameter 
of ring at 

bottom 7 ± 0.3 era. (2.75 ± 0.12 in.) 

Inside diameter 

of ring at top.. 6 ± 0.3 cm. (2.36 ± 0.12 in.) 

Height of ring. . . 4 ± 0.1 cm. (1.57 ± 0.04 in.) 

Graduated scale.. Thd graduated scale, when compared 
with a standard scale accurate to 
witliinO.1 mm, at all points, shall not 
show a deviation at any point greater 
than 0.25 mm. 


Temperature 

3. The temperature of the air iu the 
vicinity of the mhing slab, the dry ce- 
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mentj moIdSj and base plates shall be 
maintained between' 20 and 27.5 C. (68 
and 81.5 F.), The temperature of the 
mixing water shall not vary from 21 C. 
(70 F.) by more than plus or minus 1.7 
C. (3 F.). 

Procedure 

4. (a) Preparation of Cement Paste , — 
A 500-g. sample of cement shall be placed 
on a smooth, nonabsorbent surface and a 
crater formed in the center. A measured 
quantity of clean water shall be poured 
into the crater, and the cement on the 
outer edge shall be turned into the crater 
within 30 sec. by the aid of a trowel 
After an additional interval of 30 sec. for 
the absorption of the water, during which 
interval the dry cement around the out- 
side of the cone shall be lightly troweled 
over the remaining mixture to reduce the 
evaporation losses and to promote ab- 
sorption, the operation shall be com- 
pleted by continuous, vigorous mixing, 
squeezing, and kneading with the hands 
for 1-| min. During the operation of 
mixing, the hands shall be protected by 
snug-fitting rubber gloves. 

{b) Molding Test Specimen. — ^The ce- 
ment paste, prepared as described in 
Paragraph (a), shall be quickly formed 
into a ball with the gloved hands and 
tossed six times from one hand to the 
other, maintaining the hands about 6 in. 
apart. The ball, resting in the palm of 
one hand, shall be pressed into the larger 
end of the conical ring G, Fig. 1, held in 
the other hand, completely filling the 


ring with paste. The excess at the larger 
end shall then be removed by a single 
movement of the palm of the hand. The 
ring shall then be placed on its larger end 
on a glass plate and the excess paste 
at the smaller end sliced off at the top of 
the ring by a single oblique stroke of a 
sharp-edged trowel held at a slight nngle 
with the top of the ' ring, and , the top 
smoothed, if necessary, with a few light 
touches of the pointed end of the trowel. 
During these operations of cutting and 
smoothing, care shall be taken not to 
compress the paste. 

(c) Consistency Determination— TYit 
paste confined in the ring, resting on the 
plate, shall be centered under the rod \B, 
Fig. 1, the plunger end C of which shall 
be brought in contact with the surface of 
the paste, and the setscrew E tightened. 
Then the movable indicator F shall be 
set to the upper zero mark of the scale, 
or an initial reading taken, and the rod 
released 30 sec. after completion of mix- 
ing. The apparatus shall be free of all 
vibrations during the test. The paste 
shall be of normal consistency when the 
rod settles to a point 10 mm. below the 
original surface in 30 sec. after being 
released. Trial pastes shall be made 
with varying percentages of water until 
the normal consistency is obtained. Each 
trial shall be made with fresh cement. 

Calculation 

5. The amount of water required, for 
normal consistency shall be calculated as 
a percentage by weight of the dry cement. 
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Standard Methods of 
SAMPLING HYDRAULIC CEMENT » 



A.S.T.M. Designation: C 183 ~ 46 
Adopted, 1944; Revised, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 183; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods cover the proce- 
dures for sampling hydraulic cement. 

Size and Number of Samples; By Whom 

Taken 

2. {a) Samples for purpose of tests 
shall weigh at least 4 lb. each when they 
are to be composited. Individual test 
samples, on which all specified tests are 
to be made, shall weigh at least 8 lb. 

(i) Test samples shall be either in- 
dividual or composite samples, as may 
be specified, and one test sample shall 
represent not more than 2000 bags un- 
less otherwise specified by the purchaser. 

{c) The sampling shall be done by or 
under the direction of a responsible 
representative of the purchaser. 

Sampling 

3. The cement may be sampled by 
any of the methods described in the 
following Paragraphs {a) to (d): 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-l on Cement. 

2 These methods formerly constituted a_ portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77 ~ 40), discontinued in 1944, which 
latter standard was originally part of the Standard Specific 
cations for Portland Cement (A.S.T.M. Designation; C 9) 
published as standard from 1904 to 1930, at which time the 
specifications and methods were separated and published 
individually. 


(a) From the Conveyor Delivering to 
Bulk Storage— One sample of 4 lb. or 
more shall be taken from at least each 
2000 bags passing over the conveyor, ex- 
cept that the sample shall represent not 
more than 6 hr. of cement production. 
This may be secured by taking the entire 
test sample at a single operation, known 
as the “grab method,’^ or by combining 
several portions taken at regular inter- 
vals, known as the “composite method.^^ 
When obtaining a composite sample, it 
shall be secured by combining approxi- 
mately equal weights of the cement taken 
at regular intervals, each portion repre- 
senting approximately 40 bags. Auto- 
matic samplers may be used in obtaining 
samples. 

if) From Bulk Storage at Points of Dis- 
charge, — Sufficient cement shall be drawn 
from the discharge openings to obtain 
samples representative of the cement, 
as determined by the appearance at the 
discharge openings of indicators placed 
on the surface of the cement directly 
above these openings before the drawing 
of the cement is started. One 4-lb. 
sample shall be taken for at least each 
2000 bags, by either the “grab'^ or “com- 
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posite”, method as described ia Para- 
.graph (a). ■ 

(c) From Bulk Si or age by Means of Pro- 
per Sampling Tubes. — ^When the methods 
described in Paragraphs (a) and (b) can- 
not be applied and when the depth of the 
cement to be sampled does not exceed 
10 ft, samples may be obtained by 
proper tubes inserted vertically to the 
full depth of the cement. Samples so 
taken shall be obtained from points well 
distributed over the area of storage. 

(d) In all other cases, samples shall 
be taken from each 50 bags or portion 
thereof in the lot and combined to form 
test samples. In the case of samples 
from trucks where the cement is being 
trucked from one mill, it is permissible 
to combine the samples from several 
trucks to form a test sample representing 
not more than 2000 bags. When bulk 
shipments are sampled, representative 
samples shall be taken from well-distrib- 
uted points. 

Preparation of Sample 

4. (a) Samples shall be packed by the 
purchaser in moisture-proof, airtight 
containers, which shall be crated, if 
necessary, by the manufacturer and 
shipped at the expense of the purchaser. 
Before testing, samples shall be thor- 
oughly mixed and then passed through a 
No. 20 (840-miGron) sieve in order to 
break up lumps and remove foreign 
materials. 

(J) Composite samples for the tests 
as required in Section 5 shall be prepared 
by arranging all test samples in groups, 
each group representing the number of 
bags required by the test or tests for 
which the composite sample is intended. 
From each of the test samples in a group, 
equal portions shall be taken, sufficient 


in amount to form a composite sample 
large enough to\ permit making the re- 
quired physical or chemical determina- 
tions. The composite sample thus pre- 
pared shall be thoroughly mixed before 
using. 

Number of Tests 

5. (a) All physical tests, required by 
the purchase , specifications shall be made 
on each test sample taken from cars and 
trucks, with no test sample representing 
more than 2000 bags. 

(b) Physical tests on samples taken 
from bins, boats, warehouses, etc. shall 
be required as follows: 

(1) Time of each test sample repre- 

senting each 2000 bags. 

(2) Air Content (A.S.T.M, Specifications 
C 175) composite sample representing each 
4000 bags. 

{3) Fineness (surface area or 200-mesh 
fineness as required by the purchase specifi- 
cations), composite sample representing each 
4000 bags. 

(4) Strength^ composite sample represent- 
ing each 4000 bags. 

(5) Soundness (autoclave expansion or 
steam pat test as required by the purchase 
specifications), composite sample representing 
each 12,000 bags. 

(c) Chemical determinations shall be 
required as follows: 

(1) Sid fur Trioxide (SOs)^ composite sam- 
ple representing each 4000 bags. 

(2) All Specified Chemical determinations 
{Except SOf), composite sample representing 
each 20,000 bags. 

(d) When the total number of bags 
sampled is less than that specified for 
any one of the above test or composite 
samples, all of the respective physical 
and chemical tests shall be made on the 
quantity sampled. 

* Tentative Specifications for Air-Entraining Portland 
Cement CA,S,.T,M. Designation: C.US), see p.,1263. 
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Standard Method of Test for 

SOUNDNESS OF HYDRAULIC CEMENT OVER BOILING 
WATER (PAT TEST)i 



A.S.T.M. Designation: C 189 - 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 189; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the soundness of hydraulic 
cement by means of neat cement pats 
in steam at atmospheric pressure. 

Apparatus 

2. A steam apparatus in which the 
pats can be maintained in an atmosphere 
of saturated steam above boiling water, 
similar to that shown in Fig. 1, is recom- 
mended. The capacity of this appara- 
tus may be increased by using a rack for 
holding the pats in a vertical or inclined 
position. 

Test Specimen 

3. A pat from cement paste of normal 
consistency,® about 3 in. in diameter, 
I in. in thickness at the center, and 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

2 This method formerly constituted a portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77 “ 40), discontinued in 1944, which 
latter standard was originally part of the Standard Specifi- 
cations for Portland Cement (A.S.T.M. Designation: 
C 9) published as standard from 1904 to 1930, at which 
time the specifications and methods were separated and 
published individually. 

5 Standard Method of Test for Normal Consistency of 
Hydraulic Cement (A.S.T.M. Designation: C 187), see 
p. 70. 


tapering to a thin edge, shall be made on 
a flat, clean glass plate about 4 in. square. 
In molding the pat, the cement paste 
shall first be flattened on the glass and 
the pat then formed by drawing the 
trowel from the outer edge toward the 
center to give a rounded surface. 

Procedure 

4. {a) Immediately after being made, 
the pats shall be stored for 24 hr. in an 
atmosphere of not less than 98 per cent 
relative humidity at 21 db 1 .7 C. (70 zb 3 
F) . The pat on the glass plate shall then 
be placed in an atmosphere of saturated 
steam on a suitable support 1 in. above 
boiling water for 5 hr. 

(6) The pat shall be examined for 
soundness within 1 hr. after removal 
from the steam apparatus. Unsound- 
ness is usually manifested by change in 
volume, which causes distortion, crack- 
ing, checking, or disintegration as illus- 
trated in Fig. 2 (5). 

(c) Should the pat leave the plate, 
distortion may be detected best with a 
straightedge applied to the surface that 
was in contact with the plate. 
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Apparatus fo -6e made of Sheet Copper wetphinq 
22 02 . per sqft finrecf inside- AJ I seams to be 
Japped where passible- Hard solder only to be 
used- Dimensions are opytionoi except distance 
between Idater Level and Top of l^ack which 
must be I inch as specified. 


Fig. 1. — Apparatus for Pat Te|t for Soundness, 







(a) Shrinkage Cracks Shown Above, Due to Exposure of Pats to Dry Air During Setting; 
Are Not to Be Considered as Evidence of Unsoundness. 


Distortion 


Disintegration 


Cracking 


(&) Typical Failures in Soundness Test, 
Fig. 2. — Soundness Test Pats. 







AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A,S.H.O. NO.; T 133-45, 


Standard Method of Test for 
SPECIFIC GRAVITY OF HYDRAULIC CEMENT^ 



A.S.T.M. Designation: C 188 - 44 

Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 188 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the specific gravity of hy- 
draulic cement. Its particular useful- 
ness is in connection with the design and 
control of concrete mixtures. 

Apparatus 

2. {d) The standard Le Chatelier 
flask^ conforming to the dimensions 
shown in Fig. 1 shall be used. 

(&) Kerosine free of water, or naphtha 
having a gravity not lighter than 62® 
A.P .1. shall be used in the specific gravity 
determination. 


Procedure ■ 

3. (a) Specific gravity of cement shall 
be determined on the material as re- 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

® This method formerly constituted a portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77 -‘ 40), discontinued in 1944, which 
latter standard was originally part of the Standard Specifi- 
cations for Portland Cement (A.S.T.M. Designation: G 9) 
published as standard from 1904 to 1930, at which time 
the specifications and methods were separated and pub- 
lished individually. ^ 

8 This apparatus has been standardized by the Na- 
tional Bureau of Standards. Requirements for the flask 
are described in “Testing of Glass Volumetric Ap- 
paratus,’’ Nat. Bureau Standards, Circular C434f Super- 
intendent of Documents, Government Printing Office, 
Washington, D. C. (1941). 


ceived, unless otherwise specified. If 
the specific gravity determination on a 
loss-free sample is required, the sample 
shall first be ignited as described in the 
test for loss on ignition in Section 20 of 
the Standard Methods of Chemical 
Analysis of Portland Cement (A.S.T.M. 
Designation : C 1 14) . 

(b) The flask shall be filled (Note 1) 
with either of the liquids specified in 
Section 2 (b) to a point on the stem be- 
tween the zero and the l-niL mark. The 
inside of the flask above the level of the 
liquid shall be dried, if necessary, after 
pouring. The first reading shall be re- 
corded after the flask has been immersed 
in the water bath (Note 2) in accordance 
with Paragraph (c). A weighed quan- 
tity of cement (about 64 g. for portland 
cement) shall then be introduced in small 
amounts at the same temperature as the 
liquid (Note 1). Care shall be taken to 
avoid splashing and to see that the ce- 
ment does not adhere to the inside of the 
flask above ■ the liquid. : . , A ■ vibrating, 
apparatus may bemused to' accelerate the 
introduction of, the cement into the flask 

* Appears in this publication, see Contents ip Numeric 
Sequence of A.S.T.M., Designations at ,l,ront of , book. , 
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and to prevent the cement from sticking 
to the neck. After all the cement has 
been introducedj the stopper shall ' be 
placed in the flask and the flask rolled 
in Rn ' inclined position, (Note 1), or 
gently whirled in a horizontal circle, so 
as to free the cement from air until no 
further air bubbles' rise to' the surface of 
the liquid. If a proper amount of ce- 
ment has been added, the level of the 
liquid will be in its final position at some 
point of the upper series of graduations. 
The final reading shall be taken after 
the flask has been immersed in the water 
bath in accordance with Paragraph (r). 

Note 1. — It is advisable to use a rubber pad 
on the table top when filling or rolling the flask. 

Note 2. — Before the cement has been added 
to the flask, a loose-fitting lead-ring weight 
around the stem of the flask will be helpful in 
holding the flask in an upright position in the 
water bath, or the flask may be held in the water 
bath by a burette clamp. 

(c) The flask shall be immersed in a 
constant-temperature water bath, main- 
tained at about room temperature, for 
a sufficient interval before making either 
of the readings so as to avoid variations 
greater than 0.2 C. in the temperature 
of the liquid in the flask. Ail readings 
shall be checked until they are constant 
to ensure that the contents of the flask 
have reached the temperature of the 
w’^ater bath. 

Calculation 

' 4. The difference between the first and 
the final readings represents the volume 
of liquid displaced by the weight of ce- 
ment used in the test. The specific 
gravity shall be calculated as follows: 

. ^ ,wt. of .cement in grams 

Sp. gr. s!s 

displaced voL in mi. 


Reproducibility 

5. Duplicate determinations of spe- 
cific gravity by this method shou,id agree 
within 0.01. 



Fig. 1.— Le Chatelier Flask for Specific Gravity 
Test. 

Note.— V ariations of a few miHimeters in such dimen- 
sions as total height of flask, diameter of ^se, etc., are to 
be exjjected and will not be considered sufiicient cause for 
rejection. 
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HIGHWAY OFFICIALS STAWBARD 
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Standard Method of Test for 
TENSILE STRENGTH OF HYDRAULIC-CEMENT MORTARS* 



A.S.T.M. Designation: C 190-44 
Adopted, 1944.^ 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation C 190 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the tensile strength of hy- 
draulic-cement mortars. 

Apparatus 

2. (a) Scales . — ^The scales used in 
weighing materials for the mortar mixes 
shall conform to the following require- 
ments: On scales in use the permissible 
variation at a load of 1000 g. shall be 
plus or minus 1.0 g. and at a load of 
1500 g. shall be plus or minus 2.0 g. 
The permissible variations on new scales 
shall be one half of these values. The 
sensibility reciprocaP shall be not greater 
than twice the permissible variation. 

(by Weights . — The permissible varia- 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

2 This method formerly constituted a portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77-40), discontinued in 1944, which 
latter standard was originally part of the Standard Speci- 
fications for Portland Cement (A.S.T.M. Designation: 
C 9) published as standard from 1904 to 1930, at which time 
the specifications and methods were separated and pub- 
lished individually. 

® The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance,^ and is the weight required to move 
the position of equilibrium of the pointer one division. 
For a complete definition of sensibility reciprocal, see 
“Specifications, Tolerances, and Regulations for Commer- 
cial Weighing and Measuring DemcesT Handbook E29^ 
Nat, Bureau Standards, September, 1942, pp. 87 and 88 


tions on weights in use in weighing mate- 
rials for the mortar mixes shall be as 
prescribed, in Table I. The permissible 
variations on new weights shall be one 
half of the values in Table I. 

TABLE I.— PERMISSIBLE VARIATIONS ON 
WEIGHTS. 


Permissible 
Variations on 
Weights in Use, 
plus or minus, 

Weight, g. g. 

1000 0.5 

900 0.45 

750 0.4 

500 0,35 

300 0.3 

250 0.25 

200 0.20 

100 0.15 

so 0.10 

20 0.05 

10 0.04 

5 0.03 

2. 0.02 

1.... 0.01 


(c) JiCTei.— Square-hole, woven wire 
doth, No. 20 (840-micron) and No. 30 
(590-micron) sieves conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11)“ shaU be used. 

4 Appears in this publication^ see Contents in Numeric 
Sequence of A,S.T.M. Designations at front of book. 
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(i) :Glass^ Graduates— Gldiss graduates 
of suitable ' capacities (preferably large 
enough to measure the mixing water in 
a single operation) shall be made to de- 
liver the indicated volume at 20 C. (68 
F.)- The permissible variation shall be 
plus or minus 1.0 ml. These graduates 
shall be subdivided to at least 1 ml. The 
main graduation lines shall be circles and 
shall be numbered. The least gradua- 
tions shall extend at least one seventh of 
the way around, and intermediate gradu- 
ations shall extend at least one fifth of 
the way around. 

(e) Briquet Molds —The molds for 
making test specimens shall be made of 
metal not attacked by the cement mor- 
tar, and shall have sufficient material in 
the sides to prevent spreading during 
molding. Gang molds, when used, shall 
be of the type shown in Fig. 1. The 



Fig. 1. — Briquet Gang Mold. 


dimensions of the briquet molds shall 
conform to the following requirements: 
width of mold, between inside faces, at 
waist line of briquet, 1 in. with permis- 
sible variations of plus or minus 0.01 in. 
for old molds and plus or minus 0.005 in. 
for new molds; thickness of new molds 
measured at point of greatest thickness 
on either side of mold at waist line, 1 in. 
with permissible variations of plus 0.004 
in. and minus 0.002 in. 

(f) Trowel— The trowel shall have a 
steel blade and be of convenient size. 

(g) Testing Machine , — The testing 
machine shall be capable of applying the 
load continuously at a rate of 600 =h 25 
lb. per min., with provision for adjust- 
ments of the rate of loading. The re- 


quirements for accuracy of the testing 
machine shall be as follows: The error 
for loads of not less than 100 lb. shall not 
exceed plus or minus 1.0 per cent for a 
new machine, or plus or minus 1.5 per 
cent for a used machine. The testing 
machine shall be calibrated frequently 
in order to determine its accuracy. 

Qi) Clips . — -The clips for holding the 
tension test specimens shall be in accord- 
ance with Fig. 2. 

Temperature and Humidity 

3. The temperature of the air in the 
vicinity of the mixing slab, the dry mate- 
rials, molds, and base plates shall be 
maintained between 20 and 27.5 C. (68 
and 81.5 F.). The temperature of the 
mixing water, moist closet or moist room, 
and water in the briquet storage tank 
shall not var}^' from 21 C. (70 F.) by more 
than plus or minus 1.7 C. (3 F.). The 
moist closet or moist room shall be so 
constructed as to provide storage facili- 
ties for test specimens at a relative 
humidity of not less than 90. per cent. 

Standard Sand 

4. The sand used for making test 
specimens shall be natural silica sand 
from Ottawa, 111., graded to pass a No. 20 
(840-micron) sieve and retained on a No. 
30 (590-micron) sieve. This sand shall be 
considered standard when not more than 
15 g. are retained on the No. 20 sieve, 
and not more than 5 g. pass the No. 30 
sieve after 5 min. of continuous sieving 
of a 100-g. sample in the manner specified 
for sieving cement in the Standard 
Method of Test for Fineness of Hy- 
draulic Cement by the No. 200 Sieve 
(A.S.T.M. Designation: C 184).^ 

Test Specimens 

5. The briquet test specimens shall 
conform to the dimensional requirements 
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shown in Fig., ,3. Three or, more speci- 
mens shall ■ be made for .each period of 
test specified., , 



Fig. 3. — Briquet Specimen for Tensile Strength 
Test. 


Proportioning, Consistency, and Mixing 

of Mortars 

6. (a) The proportions of the standard 
mortar shall be 1 part cement to 3 parts 
standard sand by weight. The quanti- 
ties of dry materials to be mixed at one 
time in the batch of mortar shall be not 
less than 1000 nor more than 1200 g. for 
making six briquets and not less than 
1500 nor more than 1800 g. for making 
nine briquets. The percentage of water 
used in the standard mortar shall depend 
upon the percentage of water required 
to produce a neat cement paste of normal 
consistency from the same sample of 
cement and shall be as indicated in Table 
II, the values being in percentage of the 
combined dry weights of the cement and 
standard sand. The percentage of water 
required to produce a neat cement paste 
of normab consistency shall be deter- 
mined in accordance with the Standard 


■Method of Test for Normal Consistency 
of Hydraulic Cement (A.S.T.M. Desig- 
nation; C 187).^ 

(fi) The dry materials shall be weighed, 
placed upon a smooth nonabsorbent 
surfaxe, thoroughly mixed dry, and a 
crater formed in the center. The proper 
percentage of clean water shall be poured 
into the crater, and the material on the 
outer edge turned into the crater within 


TABLE II. — PERCENTAGE OF WATER TOR 
STANDARD MORTARS. 


Percentage of Water 
for Neat Cement Paste of 
Normal Consistency 

Percentage of Water for 
Mortar of One Part 
Cement to Three Parts 
Standard Sand® 

15 

9.0 

16 

9.2 

17 

9.3 

18 

9.5 

19 

9.7 

20 ... 

9,8 

21 

10.0 

22 

10.2 

23 ..,. 

10.3 

24 

10.5 

25 

10.7 

26 

10.8 

27 

11.0 

28 ... 

11.2 

29 

11.3 

30 

11.5 


“When the proportions of cement to sand are other 
than one to three by weight, the amount of mixing water 
shall be calculated from the following formula, upon which 
Table II is based: 


where: 

y — percentage of water required for the sand mortar, 

P = percentage of water required for neat cement paste 
of normal consistency, 

« = number of parts of sand to one of cement by 
weight, ana 

E — a constant which for the standard sand has the 
value 6.5. 


30 sec. by the aid of a trowel. After an 
additional interval of 30 sec. for the 
absorption of the water, during which 
interval the dry mortar around the out- 
side of the cone shall be lightly troweled 
over the remaining mortar to reduce the 
evaporation losses and to promote ab- 
sorption, the operation shall be com- 
pleted by continuous, vigorous mixing, 


! 
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squeezing, and kneading with the hands 
for 1 1 min. During the operation of 
mixing, the hands shall be protected by 
snug-fitting .rubber, gloves. 

Molding . Test Specimens 

7. Before being filled, the molds shall 
be thinly covered with a film of mineral 
oil. Immediately following completion 
of mixing the mortar, the molds, resting 
on unoiled glass or metal plates, shall be 
filled heaping full without compacting. 
The mortar shall then be pressed in 
firmly with the thumbs, applying the 
force 12 times to each briquet, at points 
to include the entire surface. The force 
shall be such that the simultaneous 
application of both thumbs will register a 
force of 15 to 20 lb. Each application 
of the thumbs shall be maintained not 
longer than sufficient to attain the speci- 
fied force. The mortar shall then be 
heaped above the mold and smoothed off 
with a trowel. The trowel shall be 
drawn over the mold in such a manner as 
to exert a force of not more than 4 lb. 
The mold shall then be covered with a 
plane glass or metal plate oiled with 
mineral oil, and the mold and plates (held 
together with the hands) shall then be 
turned over, rotating the mold about its 
longitudinal axis. The top plate shall 
then be removed and the operation of 
heaping, thumbing, heaping, and smooth- 
ing off shall be repeated. No ramming 
or tamping shall be used, nor any trowel- 
ing in excess of that required to smooth 
off the specimen. 

Storage of Test Specimens 

8. All test specimens, immediately 
after molding, shall be kept in the molds 
on the base plates in the moist closet or 
moist room for from 20 to 24 hr. with 
their upper surfaces exposed to the moist 
air but protected from dripping water. 
If removed from the molds before 24 hr., 
they shall be kept on the shelves of the 


moist closet or moist room until they are 
■24 hr. old, when the specimens, except 
those for the 24-hr. test, shall be im- 
mersed in clean water' in storage .tanks 
constructed of iioncorroding materials. 
The storage water shall be kept clean by 
frequent changing. 

Procedure 

9. {a) The briquet specimens shall be 
tested immediately after their removal 
from the moist closet for 24-hr. speci- 
mens, and from storage water for all other 
specimens. If more than one specimen 
at a time is removed from the moist 
closet for the 24-hr. tests, these briquets 
shall be covered with a damp cloth until 
time of testing. If more than one speci- 
men at a time is removed from the storage 
water for testing, these briquets shall be 
placed in a pan of water at a temperature 
of 21 ± 1.7 C. (70 ± 3 F.) and of suffi- 
cient depth to completely immerse each 
briquet until time of testing. 

(b) Each briquet shall be wiped to a 
surface-dry condition, and any loose sand 
grains or incrustations shall be removed 
from the surfaces that will be in contact 
with the clips of the testing machine. 
The bearing surfaces of the clips shall be 
clean and free of sand, and the roller 
bearings shall be well oiled and main- 
tained so as to insure freedom of turning. 
The stirrups supporting the clips shall be 
kept free of accumulations, and the 
pivots shall be kept in proper adjustment 
so that the clips may swing freely on the 
pivots without binding in the stirrups. 
The briquets shall be carefully centered 
in the clips and the load applied continu- 
ously at the rate of 600 =h 25 lb. per min. 

Faulty Briquets and Retests ^ . ■ 

10. Briquets that upon removal from 
the molds do not conform to the require- 
ments for thickness and width at the 
waist line (Fig. 3), or that are mani- 
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festly faultys or that give strengtlis.differ- 
ing by more than 15 per cent from, the 
average value of all test specimens made 
from the same sample and tested at the 
same period, shall not be considered in 
determining the tensile strength (Note). 
After discarding, briquets or strength 
values, if less .than two strength values 
are left. Tor determining the tensile 


strength at 'any' given period, a retest 
shall be made. 

Note. — Rellab.le strength results depend 
upon careful observance of ail of the specified 
requirements and procedures. Erratic results 
at a given test period indicate that some of the 
requirements and procedures have not been 
carefully observed; for example, those covering 
the testing of the briquets, as prescribed in 
Section 9 (b). 



AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H.O. NO.: T 131-45,, 


Standard Methods of Test for 

TIME OF SETTING OF HYDRAULIC CEMEN'l 
BY THE VICAT OR GILLMORE NEEDLES' 


A.S.T.M. Designation: C 191 -44 

Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 191; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

1. These methods of test are intended 
for determining the time of setting of 
hydraulic cement by means of the Vicat 
or Gillmore needles. 

Note.— The Vicat method and the Gillmore 
method are alternate procedures, either of 
which may be used as specified. 

Apparatus 

1, {a) Scales.— The scales shall con- 
form to the following requirements: On 
scales in use the permissible variation at 
a load of 1000 g. shall be plus or minus 1.0 
g. The permissible variation on new 
scales shall be one half of this value. The 
sensibility reciprocaP shall be not greater 
than twice the permissible variation. 


A Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee, C-l on Cement, . 

2 These methods formerly constituted a portion of the 
Standard Methods of Sampling and Physical Testing of 
Portland Cement (C 77-40), discontinued in 1944, which 
latter standard was originally part of the Standard Speci- 
fications for Portland Cement (A.S.T.M, Designation; 
C 9) published as standard from 1904 to 1930, at which 
time the specifications and methods were separated and 
published individually.^ 

s The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of eauilibrium of the pointer one division. 
For a complete definition of sensibility reciprocal, see 
“Specifications, Tolerances, and Regulations for Com- 
mercial Weighing-and Measuring Devices,” Handbook 
Nat. Bureau Standards, September, 1942, pp. 87 and 88. 


(b) Weights . — The permissible varia- 
tions on weights in use in w’'eighing the 
cement shall be as prescribed in Table I. 
The permissible variations on new' 
weights shall be one half of the values in 
Table I. 


TABLE I.— 1’ERM.ISSIBLE VARIATIONS ON 
WEIGHTS, 


eight, g. 

Fennisslble 
Variations on 
Weights in Use, 
plus or minus, 
g. . 

500 

0.35 

300.......... 

......... 0.3 

250 

0.25 

200 

0.20 

100 

0.15 

50 

0.10 

20 

,0.05 , . . 

10 

0.04 

5...: 

......... , 0.03 

' 2.... 

0.02.. 

1 

O.Oi 


(d) Glass Gradfiaies —Glsiss graduates 
of lOO-ml. to 200-mL .capacities used for 
measuring the mixing water shall be. 
made to deliver, the indicated volume at 
20 C, (68 F.)., The permissible variation 
shall be plus ormi.iius 1.0 m,L ,The main 
graduation lines shall, be circles and shall 
be numbered. , The least ' graduations 
shall extend at least ,o,ne: , seventh of, the 


86 



Tests FOR Time of Setting of Hydraulic Cement (C 191 - 44) 87 


way around, and intermediate gradua- ring shall be made of a iioncorroding, 

tions shall extend at least one fifth of the nonabsorbent material, and shall have 

way around. an inside diameter of 7 cm. at the base 

(d) Vicat Apparatus . — The Vicat ap- and 6 cm. at the top, and a height of 4 

paratus shall consist of a frame A (Fig. 1) cm. In addition to the above, the Vicat 



Fig. i. — Vicat Apparatus. 



bearing a movable rod B, weigliing 300 
g., one end C, the plunger end, being 1 
cm. ill diameter for a distance of at least 
5 cm., and the other end having a re- 
movable needle D, 1 mm. in diameter 
and 5 cm. in length. The rod B is revers- 
ible, and can be held in any desired posi- 
tion by a set screw E, and has an adjust-, 
.able indicator E which moves over a scale 
(graduated in millimeters) attached to 
the frame id. The paste is held in a 
rigid conical ring G, resting on a glass 
plate E about 10 cm, square. The 


apparatus shall conform to the following 
requirements: 


Weight of 

plunger 300 d= 0.5 g. (0.661 lb. d= 8 grains) 

Diameter of 

larger end of 

plunger 1 d= 0.005 cm. (0.394 ± 0.002 in.) 

Diameter of 

needle. Id: 0.05 mm. (0.039 d= 0.002 in.) 

Inside diameter 

of ring at 

bottom 7 d: 0.3 cm. (2.75 d= 0.12 in.) 

Inside diameter 

of ring at top.. 6 d: 0.3 cm. (2.36 d= 0.12 in.) 

Height of ring. . . 4 d= 0.1 cm. (1.57 d= 0.04 in.) 

Graduated scale.. The graduated scale, when compared 
with a standard scale accurate to 
within 0.1 mm. at all points, shall not 
show a deviation at any point greater 
than 0.2S mm. 
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(e): Gillmore Needles : — The Gillmore 
needles sliall conform tO' the following' 
requirements: : 

Initial Needle: 


Weight. . . . . . . . lb. =fc 8 grains (113.4 ± 0.5 g.) 

Diameter i: 0.002 in. (2.12 d: 0.05 mm.) 

Final Needle:' 

Weight. ... 1 lb. d= 8 grains (453.6 db O.S g.) 

Diameter. db 0.002 in. (1.06 dz 0.05 mm.) 


The needle tips shall be cylindrical for a 
distance of about in. The needle ends 
shall be plane and at right angles to the 
axis of the rod and shall be maintained 
in a clean condition. The Gillmore 


relative humidity of not less than: 90 per 

cent. 

Preparation of Cement Paste 

4. A 500*"g. sample of cement shall be 
placed on a smooth, nonabsorbent sur- 
face and a crater formed in the, center. 
The percentage of clean water required 
for normal consistency'^ shall be poured 
into the crater, and the cement on the 
outer edge shall be turned into the crater 
within 30 sec. by the aid of a trowel. 



3 " — 1 . >1 

(a) Pat with Top Surface Flattened for Determining Time of Setting by Gillmore Method. 


J¥t>fe Cms Arms musf 
be Designed fa Pre- 
vent their Rotation 
about the Verficat 
Shaft, 

Lower Arm Prefer- 
ably Adjustabk for _ 
Height- 








Detail of Heedk T/ps 
Replaceab/e Tips may be made 
of Stock Drill Rod or Wire Tem- 
pered After Shaping and Hetd 
by 3 ui fable Choefor Other 
Fastener. 






(fr) Gillmore Needles. 

Fig. 2.— Gillmore Apparatus and Test Specimen. 


needles should preferably be mounted as 
shown in Fig. 2 (&). 

Temperature and Humidity 

3. The temperature of the air in the 
vicinity of the mixing slab, the dry 
cement, molds, and base plates shall be 
maintained between 20 and 27.5 C. (68 
and 81.5 F.)C The temperature of the 
mixing water and of the moist closet or 
moist room shall not vary from 21 C. 
(70 F.) by more than plus or minus 1.7 C, 
(3 F.) The moist closet or moist room 
shall be so constructed as to provide 
storage facilities for test specimens at a 


After an additional interval of 30 sec. for 
the absorption of the water, during which 
interval the dry cement around the out- 
side of the cone shall be lightly troweled 
over the remaining mixture to reduce the 
evaporation losses and to promote ab- 
sorption, the operation shall be com- 
pleted by continuous, vigorous mixing, 
squeezing, and kneading with, the hands 
for 'll 'min. During the ' operation ,of 
mixing, the haEds:shall be, protected by 
snug-fitting rubber gloves. 


Standard Method of Test for,, Normal Consistency of 
Hydraulic, Cement, (A.S.T.M. mesignatioa:, C 187),, see,' 
p. 70. 
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Procedure for' ¥icat Method 

5, {a) Molding Test Specimen, — The 
cement paste, prepared as. described in 
Section 4, shall be quickly formed into a 
ball with the gloved hands and tossed six 
times from one hand to the other, main-- 
taining the hands about 6 in. apart. The 
ball, resting in the palm of one hand, shall 
be pressed into the larger end of the coni- 
cal ring G, Fig. 1, held in the other hand, 
completely filling the ring with paste. 
The excess at the larger end shall then be 
removed by a single movement of the 
palm of the hand. The ring shall then be 
placed on its larger end on a glass plate 
Hy and the excess paste at the smaller 
end sliced off at the top of the ring by a 
single oblique stroke of a sharp-edged 
trowel held at a slight angle with the top 
of the ring, and the top smoothed, if nec- 
essary, with a few light touches of the 
pointed end of the trowel. During these 
operations of cutting and smoothing, 
care shall be taken not to compress the 
paste. Immediately after molding, the 
test specimen shall be placed in the moist 
closet or moist room and remain there 
except when the determinations of time 
of setting are being made. The test 
specimens shall remain in the conical 
mold, supported by the plate /f, through- 
out the test period. 

{b) Time of Setting Determination , — 
The needle D of the rod B, Fig, 1, shall 
be lowered until it rests on top of a por- 
tion of the glass plate which projects 
beyond the ring G, and the adjustable 
indicator F set to the lower zero mark of 
the scale or an initial reading taken. The 
rod B shall then be raised, the needle D 
carefully brought in contact with the sur- 
face of the paste, and the rod quickly 
released. The initial set shall be said to 
have occurred when the needle ceases to 
pass a point 5 mm, above the glass plate 
in 30 sec. after being released; and the 
final setj when the needle does not sink 
visibly into the paste. 


(c) Frecauiions —Tht . test specimens 
shall be kept in the moist closet or moist 
room during the test. ' Care shall be 
taken to keep the needle clean, ' as the 
collection of cement on the sides of the 
needle retards the penetration, while 
cement on the point may increase the 
penetration. The time of setting is af- 
fected not only by the percentage and 
temperature of the water used and the 
amount of kneading the paste received, 
but also by the temperature and humid- 
ity of the air, and its determination is 
therefore only approximate. 

Procedure for Gillmore Method 

6. (a) Molding Test Specimen. — From 
the cement paste, prepared as described 
in Section 4, a pat about 3 in. in diameter 
and I in. in thickness at the center with a 
flat top and tapering to a thin edge, Fig. 
2 {a) shall be made on a flat, clean glass 
plate about 4 in. square. In molding 
the pat, the cement paste shall first be 
flattened on the glass and the pat then 
formed by drawing the trowel from the 
outer edge toward the center, then flat- 
tening the top. After making, the pat 
shall be placed in the moist closet or 
moist room and remain there except when 
the determinations of time of setting are 
being made. 

{h) Time of Setting Determination,— 
In determining the time of setting, the 
needles shall be held in a vertical position 
and applied lightly to the surface of the 
pat. The cement shall be considered to 
have acquired its initial set when the pat 
will bear, without appreciable indenta- 
tion, the Gillmore needle in. in diame- 
ter, loaded to weigh J lb. The cement 
shall be considered to have acquired its 
final set when the pat will bear, without 
appreciable indentation, the Gillmore 
needle in. in diameter, loaded to w^eigh 
11b. 

(c) Precautions.— Tht appropriate pre- 
cautions described in Section 5 (r) shall 
be observed. 



Sta?zda?'-d Specifications for 
QUICKLIME FOR STRUCTURAL PURPOSES' 



A.S.T.M. Designation: C 5 - 26 
Adopted, 1926,^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 5; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover all classes 
of quicklime, such as crushed lime, 
granular lime, ground lime, lump lime, 
pebble lime, and pulverized lime, used 
for structural purposes. 

Chemical Composition 

2. The quicklime shall conform to the 
following requirements as to chemical 
composition, calculated to the nonvola- 
tile basis: 

Cal- Mag- 
cium nesium 
Lime Lime 


Galclum oxide, rain., per cent 75 

Magnesium oxide, min., per cent 20 

Calcium and magnesium oxides, rain.. 


pqr tciii.. 

Silica, alumina, and oxide of iron, max., 


If sample is taken at the place of manu- 
facture. ....... — 3 3 

If sample is taken at any other place 10 10 


Residue 

3. The quicklime shall contain not 
more than IS per cent by weight of 
residue. 

Sampling, Inspection, etc. 

4. The sampling, inspection, rejection, 
retesting, packing, and marking shall be 

90 


conducted in accordance with the Stand* 
ard Methods of Sampling, Inspection, 
Packing, and Marking of Quicklime and 
Lime Products (A.S.T.M. Designation: 
C SO) of the American Society for Test- 
ing Materials.® 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of the American Society for Testing 
Materials: 

(a) Chemical Analysis . — Standard 
Methods of Chemical Analysis of Lime- 
stone, Quicklime, and Hydrated Lime 
(A.S.T.M.' Designation: C 25).® 

(b) Physical Tests . — Tentative Meth- 
ods of Physical Testing of Quicklime 
and Hydrated Lime/ (A.S.T.M, 
Designation: C 110).® 


* Under^the standardisation procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-T on Lime. 

®_Frior to their present adoption as standard, these 
specifications were published as tentative from 1913 to 
1915, being revised in 1914 and 1915. They were adopted 
m 1915 but withdrawn and republished as tentative from 
1921 to 1926, being revised in 1922 and 1924. Editorially 
revised and rearranged in 1939. 

_ 3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Specifications for Steuctural Quicklime (C 5 - 26) 
Appendix 


Quicklime -can never, be used as such for 
structural purposes;„it must always be slaked 
first. Since the method of slaking is an impor- 
tant factor in determining the quality of the 
finished product, the following directions for the 
preparation of lime putty are given, not as a part 
of the specifications, but as information for the 
further protection of the purchaser. . 

hi, . Introduction, — Different kinds of lime 
vary considerably in the way in which they 
behave with w^ater. A little supervision over 
the operation of slaking will amply pay for itself 
by insuring the production of the greatest possi- 
ble quantity and the best possible quality of 
putty. To find out how to slake a new lot of 
lime, it is safest to tr)^ a little of it and see how 
it works. Since different lots of the same brand 
of lime vary somewhat, and since the weather 
conditions at the time have a decided influence, 
it is wise to try a sample from each lot used, 
whether familiar wfith the brand or not. 

A2. Classification of Limes, — In a bucket, put 
two or three lumps of lime about the size of 
one’s fist, or, in the case of granular lime, an 
equivalent amount. Add sufficient water to 
just barely cover the lime, and note how long 
it takes for slaking to begin. Slaking has 
begun when pieces split off from the lumps or 
when the lumps crumble. Water of the same 
temperature should be used for test and field 
practice. 

If slaking begins in less than 5 min., the 
lime is quick slaking; from 5 to 30 min., medium 
slaking; over 30 min., slow slaking. 

A3. Directions for Slaking. — -For quick-slak- 
ing lime, always add the lime to the w’ater, not 
the water to the lime. Have sufficient \vater 
at first to cover all the lime completely. Have 
a plentiful supply of water available for imme- 


diate use — a hose throwing a good stream. If 
possible. Watch the lime constantly. At the 
slightest appearance of escaping steam, hoe 
thoroughly and quickly, and add enough water 
to stop the steaming. Do not be af raid of usin g 
too much water with this kind of lime. 

For medium-slaking lime, add the water to 
the lime. Add enough water so that the lime 
is about half submerged. Hoe occasionally if 
steam starts to escape. Add a little water now 
and then if necessary to prevent the putty from 
becoming dry and crumbly. Be careful not to 
add any more water than required, and not too 
much at a time. 

For slow-slaking lime, add enough water to 
the lime to moisten it thoroughly. Let it stand 
until the reaction has started. Cautiously add 
more w’ater, a little at a time, taking care that 
the mass is not cooled by the fresh water. Do 
not hoe until the slaking is practically complete. 
If the weather is very cold, it is preferable to 
use hot wmter, but if this is not available, the 
mortar box may be covered in some way to 
retain the heat. 

A4. Preparation of Putty for Use.-—AiiQ.t 
slaking, the putty shall be prepared for use, as 
follows: 

{a) White Coat. — After the action has ceased, 
run off the putty through a No. 10 (2G00-micron) 
sieve and store for a minimum of two weeks. 

{h) Base Coats, — After the action has ceased, 
run off the putty through a No. 8 (2380-micron) 
sieve. Add sand up to equal parts by weight, 
all of the hair required, and store for a minimum 
of two weeks. 

(c) Masons* Mortar. — After the action has 
ceased, add part or all of the sand required, and 
store for a minimum of 24 hr. 


Standard Specifications for 

HYDRAULIC HYDRATED LIME FOR 
. STRUCTURAL PURPOSES ^ 



A.S.T.M. Designation: C 141 -42 
Adopted, 1942.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 141; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, (ii) These specifications cover hy- 
draulic hydrated lime for structural 
purposes. 

(h) Hydraulic hydrated lime may be 
used for scratch or brown coat of plaster, 
for stucco, for mortar, and as sole 
cementitious material in concrete, or in 
portland-cement concrete either as blend, 
amendment, or admixture. 

Definition 

2. Eydraulic Hydrated Lime , — An 
hydraulic hydrated lime is the hydrated 
dry cementitious product obtained by 
calcining a limestone containing silica 
and alumina to a temperature short of 
incipient fusion so as to form sufficient 
free lime (CaO) to permit hydration 
and at the same time leaving unhydrated 
sufficient calcium silicates to give the 
dry powder, meeting the requirements 
herein prescribed, its hydraulic properties. 

(a) High Calcium Hydraulic Hy- 
drated Lime is a lime that contains not- 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of theA.S. 
T.M. Committee G-7 on Lime. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1938 to 1942. Editorially 
revised in 1944. 


more than 5 per cent magnesium oxide 
(of the nonvolatile portion). 

{b) Magnesium Hydraulic Hydrated 
Lime is a lime containing more than S 
per cent magnesium oxide (of the non- 
volatile portion). 

Chemical Composition 

3. The hydraulic hydrated lime shall 
conform to the following requirements 
as to chemical composition, calculated 
to the nonvolatile basis: 

Mini- Maxi- 
mum mum 


Calcium and magnesium oxides 
(CaO and MgO), per cent. . . 60 70 

Silica (SiOa), per cent 16 26 

Iron and aluminum oxides 

(Fe 20 s and AhOs), per cent.. . , . 12 

Carbon dioxide (CO 2 ), per cent . , . 5 


Fineness 

4. The sample shall leave a residue of 
not more than 0.5 per cent on a No. 30 
(590-micron) sieve and not more than 
10 per cent on a No. 200 (74-micrQn) 
sieve when tested as described in Section 
18. . 

Time of Setting 

5. The neat .hydraulic hydrated lime 
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paste mixed to normal consistency shall 
not develop an initial set in less than -2 
hr. as determined by the Gillmore needle 
method. Final set ' shall be attained 
within .48 hr. ■ 

Sottndness ' 

6. Pats of neat hydraulic hydrated 
lime made and stored as described in 
Section 21 shall be firm and hard and 
show no signs of distortion, cracking, or 
disintegration under both conditions of 
storage. Mortar strength specimens at 
the time of test shall show no signs of 
distortion, cracking, or disintegration. 

Compressive Strength 

7. The average compressive strength 
of not less than three 2-in cubes, made, 
stored, and tested in accordance with 
Sections 22 to 28, shall be not less than 
175 psi. at the age of 7 days. The aver- 
age strength attained at 28 days shall 
be not less than that attained at 7 days. 

Packaging and Marking 

8. The hydraulic hydrated lime shall be 
delivered in suitable containers with the 
brand and name of the manufacturer and 
the net weight plainly marked thereon. 
A bag shall contain 62.5 Ib. net. A bar- 
rel shall contain 250 ib. net. All pack- 
ages shall be in good condition at the 
time of inspection. Packages varying 
more than 10 per cent from the weight 
marked thereon may be rejected, and if 
the average weight of packages in any 
shipment, as shown by weighing 50 pack- 
ages taken at random, is less than the 
weight marked thereon, the entire ship- 
ment may be rejected. 

Storage; 

9. The hydraulic hydrated lime shall 
be stored in such a manner as to permit 
easy access for proper inspection and 
identification of each shipment, and in a 
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suitable weather-tight building that 
will protect the hydraulic hydrated lime 
from damage. 

Inspection 

10. Every facility shall be provided 
the purchaser for sampling and inspec- 
tion either at the place of manufacture 
or at the destination, as may be specified 
by the purchaser. 

Rejection 

11. The hydraulic hydrated lime may 
be rejected if it fails to meet any of the 
requirements of these specifications. 
However, hydraulic hydrated lime fail- 
ing to meet the 7-day requirements may 
be held awaiting the result of the 28-day 
tests before rejection. At least ten days 
from the time of sampling shall be al- 
lowed for completion of the 7-da3^ test, 
and at least thirty-one days shall be al- 
lowed for completion of the 28-day test. 

Sampling and Methods of Testing 
Size and Number of Samples 

12. Each sample selected for purpose 
of tests shall weigh at least 5 lb, and 
shall represent not more than 200 bbl 
If only one sample is taken it shall weigh* 
at least 10 ib. 

Shipment of Samples 

13. Samples shall be shipped and 
stored in airtight, moistureproof con- 
tainers. 

Chemical Analysis 

14. Analyses for chemical composition 
shall be carried out in accordance with 
the Standard Methods of Chemical Anal- 
ysis of Limestone, Quicklime, and Hy- 
drated Lime (A.S.T.M. Designation: C 
25) of the American Society for Testing 
Materials.® 

Standard Temperature 

15. The standard temperature shall 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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be 70 F.;(21 G.). The air. of the labo- 
ratory, the materials, the mixing water, 
the moist closet, and storage tanks shall 
be maintained as nearly as practicable 
at the standard temperature and shall 
not vary, therefrom more than 5 F, (3 G.), 

Preiiminary Treatment of Samples 

16. The sample shall be given a pre- 
liminary sieving by being passed through 
a No. 20 sieve in order thoroughly to 
mix the sample, break up lumps, and 
remove foreign materials. 

Fineness Test 

17. (a) Apparatm.—lht No. 30 (590- 
micron) and No. 200 (74-micron) sieves 
shall conform to the Standard Specifica- 
tions for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) of the 
American Society for Testing Materials.® 

(h) Frocedim , — A 100-g. sample of 
the material as received shall be placed 
on a No. 30 sieve, which shall be nested 
above a No. 200 sieve. The material 
shall be washed by means of a stream of 
water from a faucet (Note 1). The 
washing shall be continued until the 
water coming through the sieve is clear, 
but in no case shall the washing be 
continued for more than 15 min. 
(Note 2). The residue on both sieves 
shall be dried to constant weight at a 
temperature between 212 and 248 F. 
(100 and 120 C.). The weights of ma- 
terial retained shall be calculated as a 
percentage of the original sample, the 
weight of the material retained on the 
No, 30 sieve being added to the weight 
of the material retained on the^No. 200 
sieve to obtain the correct weight of the 
material retained on the No. 200 sieve. 

Note L~A piece of rubber tubing attached 
to a water faucet may be used for the washing. 
The veiocity of the water, which may be in- 
creased by pindiing the tubing, shall not be 
sufficient to cause any splashing of the sample 
. over, the sides of the sieve. ■ 

Note 2.— Gare shall be taken not to let 
water accumulate on the No. 200 sieve, because 


the openings will become clogged and .the opera- 
tion cannot be completed in 15 min. 

Mixing Pastel 

18. Hydraulic ' hydrated lime .. pastes 
shall be mixed in accordance with Sec- 
tion 2 {a) to (c) and Section 4 (a) of the 
Standard M,et.hod of Test for Normal 
Consistency of Hydraulic . Cement.; 
(A.S.T.M. Designation: C 187),® except 
that the operation of mixing, squeezing, 
and kneading with the hands shall be 
continued for 5 min. 

Normal Consistency^^ 

19. Normal consistency shall be de- 
termined by the Vicat apparatus in ac- 
cordance with Standard Method C 187,® 
except that the mixing of the paste shall 
be performed in accordance with Section 
18 of these specifications. 

Time of Setting Tesri 

20. Time of setting shall be deter- 
mined by the Gillmore needle method in 
accordance with the Standard Methods 
of Test for Time of Setting of Hydraulic 
Cement by the Vicat or Gillmore Needles 
(A.S.T.M. Designation: C 191),® except 
that the mixing of the paste shall be per- 
formed in accordance with Section 18 of 
these specifications. The hydraulic hy- 
drated lime pats shall be stored during 
the test in a damp closet maintained at a 
relative humidity of 90 per cent or more. 

Soundness Test 

21. Two pats of hydraulic hydrated 
lime paste of normal consistency (Sec- 
tion 19) shall be used for making sound- 
ness tests. After the first 48 hr. in the 
damp closet one of the pats shall be 
stored in the air of the laboratory for 
5 days and the other shall be immersed 
■for .5 days in clean running, water', in 
storage tanks of suitable .materials. ■ . Un- 
soundness is ..manifested, .by. change in, 
volume, .which causes distortion, crack- 
ing, checking,, or disintegration. . .Pats 


^ This section was editorially revised in 1944 
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improperly. ■ made or exposed to drying 
may develop .wliat is, know,n as shrinkage 
cracks., within the,, first 24 hr. , The 
shrinkage cracks are not an indication 
of unsoundness. The mere failure of 
the pats to . remain on the glass or the 
cracking of the glass to which the pats 
are , attached .do not indicate unsound- 
ness. Should the pat leave the plate, 
distortion may be detected with a 
straightedge applied to the surface 
that was in contact with the plate, 
provided the glass plate was flat before 
test.. , 

Compressive Strength Test 

22. Standard Sand} — The sand used 
for making test specimens shall be 
natural silica sand from Ottawa, 111., 
graded to pass a No. 20 (SlO-micron) 
sieve and retained on a No. 30 (590- 
micron) sieve.*"* This sand shall be con- 
sidered standard when not more than 
15 g. are retained on the No. 20 sieve, 
and not more than 5 g. pass the No. 30 
sieve after 5 min. of continuous sieving 
of a 100-g. sample in the manner specified 
for sieving cement in the Standard 
Method of Test for Fineness of Hydraulic 
Cement by the No. 200 Sieve (A.S.T.M. 
Designation: C 184).^ 

23. Test Specimen. — The compres- 
sion test specimen shall be a 2-in. cube. 
The molds shall be of noncorrodible 
metal and shall be so designed as to 
prevent spreading during molding. 
Molds shall be oiled with a mineral oil 
before using. 

24. {a) Proportions for Standard Mor- 
tar}— Tht mortar shall consist of 1 part 
of hydraulic hydrated lime to 3 parts of 
standard Ottawa- sand, by weight. 

fb) Preparation of Standard Mortar — 
The mortar shall be mixed in a non- 


•» This section was added editorially in 1944. 

® Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E Jl), seep. 1237. 


absorbent: bowl of, about 1-gal. .capacity. 
A measured quantity of water shall be 
poured into the bowl which previously 
has been wiped with a damp cloth . A 
500-g. sample of the hydraulic hydrated 
lime shall then be added and stirred into 
the water with the fingers of one liand 
until all of the hydraulic hydrated lime 
is wetted. Approximately 800 g. of sand 
shall then be added and the stirring con- 
tinued for 30 sec. The remainder of 
1500 g. of sand shall then be added and 
the mortar mixed for 75 sec. by vigorous 
and continued stirring, squeezing, and 
kneading with one hand. The mortar 
shall be allowed to stand for 60 sec. and 
then mixed for another 60 sec. During 
the operation of mixing, the hands shall 
be protected by rubber gloves. The top 
of the flow table (see Paragraph C^;)) shall 
be carefully wiped dry and the flow mold 
placed at the center and filled with the 
mortar. In filling the mold the mortar 
shall not be rammed, but gently puddled 
to insure uniform filling. The mortar 
shall be smoothed off level with the top 
of the mold by aid of a trowel and the 
mold then removed. Immediately, the 
table shall be dropped through a height 
of J in., 25 times in IS sec. The flow is 
the resulting increase in diameter of the 
mortar mass, expressed as a percentage 
of the original diameter. The mortar 
shall be of standard consistency when 
the flow is 100 to 115. Trial mortars 
shall be made with varying percentages 
of water until the standard consistency 
is obtained. Each trial shall be made 
with fresh mortar. The quantity of 
water shall be expressed as a percentage 
of the weight of the combined dry ma- 
terials. 

{c) Flow The flow table ap- 

paratus shall consist of a rigid frame 
with a fiat circular top, so mounted on 
a vertical shaft that it can be raised 
and dropped | in. by means of a cam. 
The top shall be of noncorrodible metal, 
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10 inr ill diameter/ and with the at- 
tached shaft .shall weigh 9. lb. , The mold 
shall be of noncorrodible material, 4 
in. in inside diameter at the' base, 2| in.' 
in inside diameter at the top, and 2 in, 
in height. . , 

25. . Molding of Test Specimens,— The 
surfaces of the molds and plates to be in 
contact wdth the cube specimens shall be 
oiled with a medium viscosity oil. ■ The 
molds shall be half filled with mortar, 
the mortar puddled into place with the 
finger tips of the gloved hand, the mold 
then filled to overflowing, and the mortar 
again puddled with the finger tips. The 
mortar shall then be troweled off flush 
with the top of the molds. 

26. Siorage of Test Specimens , — ^All 
test specimens, immediately after mold- 
ing, shall be kept in the molds on plane 
plates in a damp closet, maintained at a 
relative humidity of 90 per cent or more, 
for from. 48 to 52 hr. in such a manner 
that the upper surfaces shall be exposed 
to the moist air. The specimens shall 
then be removed from the molds and 
placed in the air of the laboratory for 
5 days in such a manner as to allow free 
circulation of air around at least five 
faces of the specimens. At the age of 
7 days the specimens for the 28-day 
tests shall be immersed in clean running 
water in storage tanks of noncorrodible 
materials. ^ 

27. Testing of Specimens, • — ^The com- 
pressive strength test may be made with 
any type, of verified compression testing 


machine of ' suitable capacity. Those 
■faces of the cube specimen which when 
molded were in contact with the sides of 
the mold shall be placed in contact with 
the surfaces through which the load 
is applied. A spherical-sea ted bearing 
block shall be used between the upper 
face of the specimen and the head .of the 
testing machine. .' The center ■ of the 
sphere shall lie in that surface of the 
bearing block which is in contact with 
the specimen, and the radius of the 
sphere shall be 1| in. The specimen 
shall be carefully centered in the testing 
machine and below the center of the 
bearing block. Cushioning materials 
shall not be used. The load shall be ap- 
plied uniformly and without shock. The 
moving head of the testing machine 
shall travel at the rate of approximately 
0.05 in. per min. when the machine is 
running idle. 

28. Calculation of Compressim 
Strength . — The total load indicated by 
the testing machine at failure of the test 
specimen shall be recorded, and the unit 
compressive strength calculated in 
pounds per square inch of the cross- 
sectional area of the specimen. Speci- 
mens that are manifestly faulty, or that 
give strengths differing by more than 15 
per cent from the average value of all 
test specimens made from the same 
sample and tested at the same period, 
shall not be considered in determining 
the compressive strength. 
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QUICKLIME AND HYDRATED LIME FOR COOKING OF 
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A.S.T.M. Designation: C 45 -25 

Adopted, 1925.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C45; the final number indicates the j^ear of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover quick- 
lime and hydrated lime suitable for use 
in the cooking of rags for the manu- 
facture of paper. 

Note. — Rags are cooked for the manufacture 
of paper in a digester under steam pressure with 
lime or with lime and soda ash. They are 
then washed to eliminate as much of the non- 
cellulose material as possible. 

General Requirements 

2. (a) Either quicklime or hydrated 
lime may be furnished, as specified. 

(5) The lime shall be clean and free 
from, gritty substances. 

Chemical Composition 

3. The standard composition for 
quicklime ■ and hydrated lime (per- 
centages of available lime, calculated on 
the basis of the weight of sample taken 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A. S.T.M. Committee C'7 on Lime. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1925, being re- 
vised in 1924 and 1925. Editorially revised and rearranged 
in 1939. 


at the place of manufacture) shall be as 
follows (Note): 


Hydrated 

Quicklime Lime 
Available lime, per cent ... 90 64.3® 


® Available lime of 64.3 per cent is equivalent to 85 
per cent of available calcium hydroxide. 

Note.— A standard composition without 
rejection limits is specified for the reason that 
lime of either higher or lotver total oxides, avail- 
able lime, calcium oxide, or calcium hydroxide 
than the standard may safely be used under 
suitable conditions for the purpose herein 
specified, depending primarily upon purely 
economic considerations. In the present state 
of the art, it is believed that the more service- 
able type of specification for the product herein 
specified is that wdiich defines a reasonable 
standard rather than one that fixes actual re- 
jection limits. It is generally recognized that, 
other things being equal, lime meeting this 
standard is preferable to lime not meeting it, 
and lime surpassing the standard should be con- 
sidered at a premium. 

Methods of Testing 

4. The chemical analysis for available 
lime shall be made in accordance with 
the Standard Methods of Chemical 
Analysis of Limestone, Quicklime, and 
Hydrated Lime (A.S.T.M. Designation: 
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C 25) of ' the American Society for 
Testing Materials.*^ 

Sainpling,' Inspection, etc. 

5. The sampling, inspection, rejec- 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


tion, retesting, packing, and marking 
shall be conducted in accordance with 
the Standard Methods of Sampling, 
Inspection, Packing, and Marking of 
Quicklime and Lime Products (A.S.T.M. 
Designation: C 50) of. the American 
Society for Testing Materials,’^. 




Sta?idard Spectji cat ions for 


QUlCKLiME FOR SULFITE PULP MANUFACTURE! 



A.S.T.M. Designation: C 46 ~ 27 

Adopted, 1927.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 46; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover c|uick- 
lime suitable for use in the manufacture 
of sulfite pulp. 

Note. — Lime is used in the ^^Milk of Lime” 
or “Tank System” of sulfite pulp manufacture 
for making the cooking liquor. The milk of 
lime is held in solution or suspension in a series 
of tanks equipped with suitp.ble agitators. 
The sulfur dioxide is forced or drawn through 
these tanks successively. In some cases, the 
tanks are built on top of each other in the form of 
a tower. The contents of the first tank are 
drawn off when the liquor has reached a certain 
strength (3.5 to 6 per cent total SO 2 ) and the 
contents of the second and third tanks progress 
to the first and second tanks respectively. The 
third tank is again charged with fresh milk of 
lime. There are other systems of absorption 
which provide for continuous instead of inter> 
miltent operation. The function of the lime 
is to furnish the base for the formation of the 
bisulfites of calcium and magnesium. 

General Requirements 

2. Either calcium or magnesium lime 
may be furnished, but owing to the 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-7 on Lime. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1927, being re- 
vised in 1924, 1925, and 1927. Editorially revised and 
rearranged'in 1939.'.' 


greater solubility and reactivity of mag- 
nesium bisulfite, high-magnesium lime 
gives the best results. The ratio of 
MgO to CaO shall be reasonably con- 
stant, and the lime shall be moderately 
free from impurities. 


Chemical Composition 


3. The quicklime shall conform to the 
following requirements as to chemical 
composition, all percentages to be cal- 
culated on the basis of the weight of the 
sample taken at the place of manufac- 
ture:® 


Calcium 

Lime 

Calcium oxide, min., 
percent 92.5 

Magnesium oxide, per 
cent 2. 5 max. 

Oxides of silicon, iron 
and aluminum, max . , 
percent v3.0 


Magnesium 

Lime 

55.4 

39 .6 min. 


3.0 


“ If it is desired to use the nonvolatile basis the figures 
given above should be changed to the following : ^ 


Calcium Magnesium 

Lime Lime 

Calcium oxide, min., percent 94.3 56.5 

Magnesium oxide, per cent. . . 2 .6 max. 40.4 min. 
Oxides of silicon, iron and 
aluminum, max., per cent.. 3.1 3.1 


Methods of Testing 


4. The chemical analysis of the lime 
shall be made in accordance with the 
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■Standard Methods of Chemical Analysis 
of Limestone j Quicklime, and Hydrated 
Lime (A.S.T.M. Designation: C 25) of 
the American Society for Testing Ma- 
terials*® 

Sampiingi InspectioHj etc, 

5. The sampling, inspection, rejection, 
retesting, packing, and marking shall be 


conducted in accordance with the Stand- 
ard Methods of Sampling, Inspection, 
Packing, and Marking of Quicklime and 
Lime Products (A.S.T.M. Designation: 
C SO) of the American^ Society for' Test- 
ing Materials.® 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. ^ 



Standard Specifications for 
HYDRATED LIME FOR VARNISH MANUFACTURE^ 



AeS.T.M. Designation; C 47 - 27 

Adopted, 1927.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 47 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover hydrated 
lime suitable for use in the manufacture 
of oleoresinous varnishes. 

NoTE.—Hydrated lime is used in the manu- 
facture of oleoresinous varnishes to harden 
and partially neutralize the rosin. About 8 lb. 
of hydrated lime are gradually added to 100 lb. 
of the melted rosin and heated for a short period. 

Genera! Requirements 

2. (a) The hydrated lime shall be of 
such a color that no pronounced darken- 
ing of the finished varnish will result. 
It shall be of such a texture and of such 
a fineness that all portions, of it will 
rapidly come into intimate contact with 
the resins so as to enter into the chemical 
reactions with rapidity, 

{b) The lime shall be completely hy- 
drated (Note), since a high degree of 
hydration is important. 

Note.' — very high calcium lime is. pre- 
ferred. It is especially important that the iron 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-7 on Lime, 

* Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1927. Editorially 
.revised and rearranged in 1939. . 


content be low in order to avoid undesirable 
color effects. 

Chemical Composition 

3. The hydrated lime shall conform 
to the following requirements as to chem- 
ical composition, calculated to the non- 
volatile basis: 


Calcium oxide (CaO), min., per cent 94,0 

Magnesium oxide (MgO) , max,, per cent — ... 3.0 

Iron oxide, aluminum oxide, and insoluble matter, 

max., per cent 3.0 

Iron oxide (FeiOs), max., per cent, .... 0.4 

Carbon dioxide (CO 2 ), max., per cent: 

If sample is taken at place of manufacture. 3.0 

If sample is taken at other than place of manu- 
facture 5.0 


Fineness 

4. Not more than 10 per cent of the 
hydrated lime shall be retained on a 
No. 230 (62-micron) sieve. 

Reactivity 

' 5. The hydrated lime shall conforni 
to the requirements of the tung-oil heat 
test as indicated in Section 6 (^). 

Methods of Testing 

■ 6. (a) Chemical Analysis , — The chem- 
ical analysis of the lime shall be made 
in accordance with' t^^^ Meth- 
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ods of Ghemical Analysis of Limestone, 
Quicklime, and Hydrated Lime (A.S. 
T.M. Designation: C 25) of the American 
Society for. Testing Materials.® 

(b) Pmeness,-~Om hundred grams of 
the sample as received shall be placed 
on a No. 230 (62-micron) sieve.^ The 
material shall be washed by means of a 
stream of water from a faucet (Note). 
Washing shall be continued until the 
water coming through the sieve is clear. 
The residue upon the No. 230 (62-mi- 
cron) sieve shall be dried to constant 
weight in an atmosphere free from GO 2 
in a drying oven whose temperature is 
maintained between 100 and 120 G. (212 
and 248 F.). The weight of this residue 
shall be calculated as a percentage of the 
original sample. 

Note. — A small piece of rubber tubing at- 
tached to a water faucet will be found con- 
venient. The velocity of the stream of water 
may be increased by pinching the tube, but the 
velocity should not be sufhcient to cause any 
danger of splashing the sample over the sides 
of the sieve. 

(c) Tmg-Oil Heat TesL—A 1-g. 
sample of hydrated lime shall be stirred 
into 50 g. of raw tung oiF in a 100-ml. 
beaker- The resulting cloudy mass 

3 Ai>pears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

< Detailed specifications for this sieve are given in 
the Standard Specifications for Sieves for Testing Pur- 
poses (A.S.T.M. Designation; E 11), which appears in 
this publication, see Contents in Numeric Sequence of 
A.S.T.M, Designations at front of book. 

Tung oil for this test should conform to the Standard 
Specifications for Raw .Tung Oil (A.S.T.M. Designation: 
D 12), which appears in this publication, see Contents in 
Numeric Sequence of A.S.T.M. Designations at front of 
book. 


shall be heated. High-quality hydrated 
lime will usually start to react at ap-' 
proximately 80 C. (176 F.), small bubbles 
rising to , the surface. As heating is 
continued; large flakes of lime tungate 
will form and rise to the surface to form 
a thick white scum, and the oil below 
will gradually become fairly clear. These 
changes will usually' be completed when 
a temperature of 120 C. (248 F.) is 
reached. The heating shall be con- 
tinued until the mass reaches a tem- 
perature of 140 G. (284 F.). It shall 
then be allowed to cool and the forma- 
tion noted of the thick scum on the 
surface which will, when freed of air, 
gradually drop to the bottom of the 
beaker. This scum, consists of tung oil 
soaps of lime which are quite insoluble 
in the oil Addition of rosin will readily 
effect solution of these soaps. 

A poor grade of lime will fail to react, 
the absence of bubbles or flakes of lime 
tungate being noticeable. The oil will 
remain quiescent and t:loudy. Only 
small amounts of soaps will form on the 
surface. 

Sampling, Inspection, etc. 

7. The sampling, inspection, rejection, 
retesting, packing, and marking shall be 
conducted in accordance with the Stand- 
ard Methods of Sampling, Inspection, 
Packing, and Marking of Quicklime and 
Lime Products (A.S.T.M. Designation: 
C 50) of the American Society for Test- 
ing Materials.® 



Standard Specifications for 

QUICKLIME AND HYDRATED LIME FOR USE IN 
THE TEXTILE INDUSTRY^ 



A.S.T.M. Designation: C 48 -24 
Adopted, 1924.® 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation C 48; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover quick- 
lime and hydrated lime suitable for use 
in the textile industry in the treatment 
of the vegetable fibers (cotton, linen, 
and jute). 

Note 1 . — Lime is used in the textile industry 
for the following operations: 

{a) Liming the kiers, 
if) Boiling out or scouring, 

(i:) Bleaching, 

if) Mercerizing,^ and 

ii) Water softening. ' 

These specifications apply only to the first 
three operations in connection with the treat- 
ment of the vegetable fibers: cotton, linen and 
jute. Lime for water softening is covered by 
the Standard Specifications for Quicklime and 
Hydrated Lime for Water Treatment (A.S.T.M. 
Designation: C 53) of the American Society for 
Testing Materials.^ 

Note 2. — Kier liming consists of applying a 
coating of whitewash to the inside of the kier 
and heating with steam. These tw^o operations 

1 Uader the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-7 on Lime. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1924. Editorially 
revised and rearranged in 1939. 

3 Work is in progress on separate specifications for 
causticization (which is involved in mercerization) . 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


are repeated until a coating of the desired thick- 
ness is obtained. The lime serves to prevent the 
fibers from being stained by the iron kier. 

Note 3. — The boiling-out process consists 
of soaking the fibers in a milk of lime, passing 
them through rollers into a kier, covering the 
fibers with water and boiling with steam either 
at atmospheric or higher pressures. The fibers 
then pass through a series of w^ashings and treat- 
ments with add and soda ash. The function of 
the lime is to saponify, hydrolyze, and neutralize 
whereby it makes possible, in following opera- 
tions, the removal of fatty and greasy matters 
and pectin bodies. The fibers then consist of 
practically pure cellulose, the impurities being 
coloring matter not decomposed by alkalies. 

Note 4. — Lime is used in the bleaching 
operation for making the ^‘chemic” solution or 
hypochlorite bath. This bath may be made 
from bleaching powder or from lime and liquid 
chlorine. These specifications are limited to the 
process involving the use of lime and liquid 
chlorine. The operation consists of making a 
milk of lime and introducing chlorine under 
carefully controlled conditions until the mixture 
is nearly neutral. The sludge is allowed to 
settle and the dear hjpochlorite solution is 
drawn off. After bleaching, the fibers are 
scoured and washed, and then passed on to the 
soda ash boil. Lime serves as a carrier of 
chlorine under conditions whereby the libera- 
tion of nascent oxygen and the resulting oxida- 
tion can be controlled in accordance with the 
special requirements of textile fibers. Bleach- 
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ing decolorizes tlie fibers by oxidation of the 
coloring matter. It probably performs several 
other functions also, about which there is no 
general agreement. 

Genera! Rettiirements 

' 2 , Either quicklime or hydrated lime 
of : fairly high calcium content may be 
furnished, as' specified, (Note). 

Note.— T here is a tendency to prefer quick- 
lime for the boiling out and kier liming process, 
and hydrated lime for the mordanting process. 
Quicklime or hydrated lime which contains 
iron in a readily soluble form should be avoided 
as should also hydrated lime which contains a 
considerable amount of unhydrated magnesia. 

Chemical Composition 

3. The quicklime and hydrated lime 
shall conform to the following require- 
ments as to chemical composition, cal- 
culated to the nonvolatile basis: 

Calcium oxide (CaO), rain.» per cent 94.0 

Magnesium oxide (MgO), max., per cent 3.0 

Iron and aluminum oxides (Fe20a and AhOs), max., 
percent 2.0 


Silica (SiOa) and insoluble matter, max., per cent. .... a.S 
Carbon dioxide <CO«), max., per cent: 

II sample ts taken at place of manufacture: 

Quickiime 3.0 

Hydrated lime. 5.0 

If sample is taken at other than place of manu- 
facture; 

g uicklime S.O 

ydrated lime — ... 7.0 


Methods of Testing 

4, The chemical analysis , of the lime 
shall be made in accordance with the 
Standard Methods of Chemical Analysis 
of Limestone, Quicklime, and Hydrated, 
Lime (A.S.T.M. Designation: C 25) of 
the American Society for Testing Ma- 
terials.^ 

Sampling, Inspection, etc. 

5. The sampling, inspection, rejection, 
retesting, packing, and marking shall be 
conducted in accordance with the Stand- 
ard Methods of Sampling, Inspection, 
Packing, and Marking of Quicklime and 
Lime Products (A.S.T.M. Designation: 
C SO) of the American Society for Test- 
ing Materials.^ 


Standard Specifications for 

QUICKLIME AND HYDRATED LIME FOR SILICA 
BRICK MANUFACTURE! 



A,S,T.M. Designation : C 49 ~ 42 

Adopted, 1924; Revised, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 49; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover quick- 
lime and hydrated lime suitable for use 
in the manufacture of silica brick (Note). 

Note. — In the manufacture of silica brick, 
silica in the form of massive quartzite or quartz 
conglomerate is ground until the particles are 
less than i in, in size. Lime in the form of 
either slaked lime or hydrated lime is then added 
in quantities varying from 1 .5 to 3.0 per cent CaO 
and the shapes are molded and dried. They 
are then burned in down-draft or tunnel kilns 
until most of the quartzite has been converted 
into tridymite or cristobalite. 

General Requirements 

2. Either quicklime or hydrated lime 
may be used. The lime shall be sub- 
stantially free from ash, dirt, and core. 
Fineness of hydrate and rapidity of slak- 
ing of quicklime are desirable qualities. 

Chemical Composition ^ ■ 

3. The quicklime or hydrated lime 
shall conform to the following require- 
ments as to chemical composition, cal- 
culated to the nonvolatile basis: 

s Under the standardiasation procedure of the Society, 
these specifications are under The jurisdiction of the 
A.S.T.M, Committee C-7 on Lime. 

8 Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1924. 


Calcium oxide (CaO), min., per cent 90.0 

Magnesium oxide (MgO), max., per 

cent 4.5 

Combined iron and aluminum oxides 

(Fe-ipa and AhOa), max., per cent 1 .5 

Silica (SiOa) and insoluble matter, max., 

percent... ...... 3.0 

Carbon dioxide (CO 2 ), max., per cent: 

If sample is taken at place of manu- 
facture 5.0 

If sample is taken at other than place of 
manufacture 10.0 

Methods of Testing 

4, The chemical analysis of the lime 
shall be made in accordance with the 
Standard Methods of Chemical Analysis 
of Limestone, Quicklime, and Hydrated 
Lime (A.S.T.M. Designation: C 25) of 
the American Society for Testing Ma- 
terials.® 

Sampling, Inspection, etc. 

5. The sampling, inspection, rejection, 
retesting, packing, and marking shall be 
conducted in accordance with the Stand- 
ard Methods of Sampling, Inspection, 
Packing, and Marking of Quicklime and 
Lime Products (A.S.T.M. Designation: 
C 50) of the American Society for 
Testing Materials.® 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 







il 

'll 

'ii 

' I 




Sta?idard Specifications for 

QUICKLIME AND HYDRATED LIME FOR WA'l’ER 
TREATMENT' 



A.S.T.M. Designation: C S3 -39 

Adopted, 1927; Revised, 1939? 

Tliis Standard of the American Society for Testing Materials is issued under 
the fixed designation C 53; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover lime 
suitable for use in the purification and 
softening of water for municipal and in* 
dustrial supplies. 

Note.— In the treatment of water for munic- 
ipal and industrial supplies, lime is used alone 
or with iron sulfate or aluminum sulfate to pro- 
duce a precipitate which assists in the clarifica- 
tion of the water and in the removal of the bacte- 
ria by filtration. An excess of lime is sometimes 
used to remove part of the hardness of the water. 
Lime and soda ash are used together for softening 
water. The lime serves as a chemical reagent in 
water treatment. The only useful constituent 
of the lime is the calcium oxide content of the 
quicklime or hydrated lime capable of reacting 
with the other chemicals in the water or added 
to it. Inert material, besides reducing the value 
in proportion to its amount, also makes more 
sludge to be disposed of for a given amount of 
chemical action and thus reduces the capacity 
of the equipment in which it is used. 

General Requirements , 

2. (a) Either quicklime or hydrated 
lime may be furnished, as specified. 

1 Under the standardization procedure of the Society, 
these speciheations are under the jurisdiction of the 
.A.S.T.M. .Comrnittee- ,C-7, on Lime. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1924 to 1927, being re- 
vised m 1925 and 1927. 

These specifications comprise a revision and consoli- 
dation of the former Standard Specifications fox Quicklime 
for Use in Water Treatment (C 53 “*27) and for Hydrated 
Lime for Use in Water Treatment (C 54 - 27) . 


(b) Quicklime shall be substantially 
free of core, ash, and dirt, and shall be 
capable of disintegrating in water into a 
suspension of finely divided material. 

Chemical Composition 

3. The standard composition for 
quicklime and hydrated lime (percent- 
ages of available lime, calculated on the 
basis of the weight of sample taken at the 
place of manufacture) shall be as follows 
(Note): 

Hyd,rated 

Quicklime Lime 

Available lime, per cent . . 90 68.1® 

® Available lime of 68.1 per cent is equivalent to 90 
per cent of calcium hydroxide. 

Note, — A standard composition without 
rejection limits is specified for the reason that 
lime of either higher or lower total oxides, 
available lime, calcium oxide, or cakiuiii hy- 
droxide than the standard may safely be used 
under suitable conditions for the purpose herein 
specified, depending primarily upon purely 
economic considerations. In the present state 
of the art, it is believed that the more service- 
able type of specification for the product herein 
specified is that which defines a reasonable 
standard rather than one that fixes actual re- 
jection limits. It is generally recognized that, 
other things , being ' equal, lime meeting this 
standard is preferable to lime not meeting it, 
and lime surpassing the standard should be con- 
sidered at a premium. 
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Methods of .Test ^ 

4. The chemical analysis for available 
lime shall be made in accordance with 
the Standard Methods of Chemical 
Analysis of Limestone^ Quicklime, and 
Hydra.ted Lime (A.S.T.M. Designation: 
C 2S) of the . American Society for 
'Testing Materials.® . 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Sampling, Insfeetios, etc. 

■ 5.' The sampling,; inspection, rejec- 
tion,. retesting, packing, and marking 
shall be conducted in accordance with 
the Standard Methods of Sampling,, 
Inspection, Packing, and. Marking, of 
Quicklime and Lime Products (A.S.T.M. 
Designation: C 50) of the American 
Society for Testing Materials.^ ■ ■ ' 



Standard Specijications for 
SAND FOR USE IN PLASTER i 



A.S.T.M. Designation: C3S-39 

Adopted, 1939.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 35; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Quality of Sand . — It is recognized that for 
certain purposes satisfactory results may be 
obtained with sands not conforming to these 
specifications. In such cases the use of sand 
not conforming to these specifications may be 
authorized only under special provisions based 
upon laboratory studies of the possibility of 
designing a mixture of materials to be used on 
the job that will yield plaster equivalent in 
quality to the specified mixture made with 
sand complying with these specifications in all 
respects. 

Definition' 

1. SandMor use in plaster shall consist 
of fine granular material composed of 
hard, strong, durable, uncoated particles 
which are free from injurious amounts of 
saline, alkaline, organic, or other dele- 
terious substances, , 


^ Under the standardization procedure of the Society, 
these specifications are under the joint jurisdiction of the 
A.S.T.M. Committee C-7 on Lime and Committee 
C-1 i on Gypsum. 

2 Prior to their present adoption as standard, these 
spp" ideations were published as tentat ve from 192J to 
1925, being revised in 1924 and 1925. They were 
adopted in 1925, revised in 1930, but withdrawn and 
republished as tentative in 1936. 

These specifications are in effect a revision and con- 
solidation of. and replace the former Standard Speci6- 
cations for Sand for Use in Gypsum Plaster (A.S.T.M. 
Designation: C 35) and the Tentative Specifications for 
Sand for Use in Lime Plaster (A S.T.M. Designation: 
C 66-31 T), which specifications were accordingly 
discontinued in 1936. 

s The term sand is defined in the Standard Definition 
of the Term Sand (A.S.T.M. Designation: C 58), see 
p.477. , 


Grading (Sieve Analysis) 

2. {a) Sand for use in plaster shall be 
uniformly graded from fine to coarse 
within the following limits: 


Percentage Retained 


Retained on Sieve 

Max. 

Min, 

No. 4 (4760-mi(Ton) 

0 


No. 8 (2380-micron) 

, 10 

6 

No. 30 (500-micron). . . . . . 

. 80 

15 

No. 50 (297-raicTon) 

. 95 

70 

No. 100 (149-micron) 


95 


(J) The amount of material finer than 
a No. 200 (74-miGron) sieve, shall not 
exceed 5 per cent. 

{c) The sieves shall conform to the re- 
quirements of the Standard Specifica- 
tions for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) of the 
American Society for Testing Materials.'^ 

Organic Impurities 

3. The sand when subjected to the 
colorimetric test for organic impurities 
shall show a color not darker than the 
standard color, unless it is shown by 
adequate tests, that the impurities caus- 
ing the color are not harmful in plaster. 

< Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Methods of Testing ■ 

4. The properties enumerated, in these 
specifications shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials: . 

(a) SiMAmlysis , — Standard Method 
of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M. Designa- 
;tion:,C 136).^ 


(6) Maierial Finer than No. 200 Sieve. 
—Standard Method of Test for Amount 
of Material Finer than No. 200 Sieve 
in Aggregates (A.S.T.M. Designation: 
C117).^ 

(c) Organic Impurities A 
Method of Test for Organic Impurities in 
Sands for Concrete (A.S.T.M. Designa- 
tion: C 40).^ 



Sta?tdard Methods of 

SAMPLING, INSPECTION, PACKING, AND MARKING 
OF QUICKLIME AND LIME PRODUCTS^ 



A.S.T.M, Designation: C 50 ~ 27 
Adopted, 1927.2 


This Standard of the American Society for Testing Materials is issued under 
the feed designation C 50; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods outline procedures 
for the sampling, inspection, rejection, 
retesting, packing, and marking of 
quicklime and lime products and are 
intended for use in connection with 
the individual specifications for lime. 

. Sampling 

General 

2. (a) Samples of quicklime and lime 
products shall be taken at the place of 
manufacture or at the destination, as 
may be agreed upon by the seller and the 
purchaser. If the samples are taken 
elsew'liere than at the place of manu- 
facture of the material, such samples 
shall be taken wdthiii 24 hr. of the receipt 
of .the material. 

(Z)) Samples may be taken from con- 
veyors delivering to bins or piles, from 
filled bins by means of sampling tubes, 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T M. 
Goramittee C~7 on Lime. 

2 pjfior to adoption as standard, these methods were 
published as tentative from 1922 to 1927, being revised it. 
1923, 1924, and 1927. Editorially revised and rearranged 
in 1939... :: 


from filled bins at the point of discharge^ 
from piles by means of sampling tubes or 
shovels, or from loaded cars. 

(c) Sampling shall be conducted as 
expeditiously as possible in order to 
avoid undue exposure of the material to 
the air. Samples shall not be taken 
from broken packages. 

{£) Samples shall be taken in triplicate 
and immediately sealed in airtight, 
moistureproof containers. Samples 
shall be of an equal weight of not less 
than 5 lb. each when the quantity 
sampled equals 30 tons or more. For 
smaller quantities, the weights of the 
samples may be reduced proportion- 
ately, provided that no sam,ple shall 
weigh less than 2 lb., except by agree- 
ment between the manufacturer and the 
purchaser. 

{e) One sample shall be immediately, 
delivered to the consignee ; one sample 
shall be delivered to the consignor, if 
requested, within ten days from the date 
of sampling ; the , third sample „ shall .. be 
retained with the seal .unbroken until 
such, time as ■ the, , materia! has been 
accepted or a referee test called for. 
no' , 
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Liimp or Gramilar , Material" in Bulk 

3. (a) Piles or Car^.— Material shall 
be selected 'SO that it will represent an 
average of all parts of the pile or car and 
shall not contain a disproportionate 
share of the top or bottom layers. 
This material shall comprise at least 
ten shovelfuls taken from, different 
parts of the pile or car. The total 
quantity so taken shall weigh not less 
than 100 lb. for a unit of 30 tons of 
material, with a proportionate quantity 
for multiples of this unit, provided that 
at no time shall the total amount of 
material so taken weigh less than 50 lb. 
It shall be broken, if necessary, to pass a 
Irin. ring, thoroughly mixed and quar- 
tered, and the triplicate samples for 
testing shall be taken. 

(b) At Conveyors to or from BinSy 
PileSy or Cars. — Material shall be taken 
at regular intervals during the entire 
time of movement of the mass being 
sampled. The quantity to be taken at 
each interval and the number of such 
intervals shall be so proportioned that 
the final quantity of material taken 
shall conform to the requirements pre- 
scribed in Paragraph (a). 

Ltimp or Granular Material in Packages 

4. At least 2 per cent of the packages 
shall be sampled, but in no case shall 
less than five packages be sampled. 
Individual packages shall be taken from 
various parts of the unit being sampled. 
The contents of each of the packages so 
taken shall be put in a pile, broken, if 
necessary, to pass a l-in. ring, thoroughly 
mixed and quartered, and the triplicate 
samples for testing shall be taken. 

Powdered Material in Bulk 

5. (a) .BinSj Piles^ or Cars—K sam- 
pling tube shall be used which takes a 
core not less than 1 in. in diameter, and 
which is of sufficient length to permit the 
taking of a core from the top to the 


bottom of the mass being sampled. 
Gores shall be taken from' at least ten 
separate parts of the mass. The cores 
so taken shall be thoroughly mixed and 
quartered, and the tripKcate samples for 
testing shall be taken from the material 
so selected and prepared . A minimum 
quantity of 100 lb. shall be taken for a 
unit of 30 tons of material, with a 
proportionate quantity for multiples of 
this unit, provided that at no time shall 
less than 50 lb. be taken as the original 
portion. 

{b) At Conveyors to or from BinSj 
Piles j or Cars, at Packing Machines^ 
etc. — Sampling at conveyors, packing 
machines, etc., shall conform to the 
provisions of Section 3 {h). 

Powdered Material in Packages 

6. At least 1.5 per cent of the packages 
shall be sampled, but in no case shall 
less than five packages be sampled. 
Individual packages shall be taken 
from various parts of the unit being 
sampled. A sampling tube shall be 
used which takes a core not less than 
I in. in diameter. The tube shall be 
inserted into the package being sampled 
so that it will take a core of the material 
from substantially the entire length of 
the package. Material thus taken from 
individual packages shall be thoroughly 
mixed and quartered, and the triplicate 
samples for testing shall be taken from 
the material so selected and prepared. 

Treatment of Sample at Laboratory 

7. (a) Sample for Chemical Analysis. 

■ — The sample as received at the labora- 
tory shall be thoroughly mixed, and 
reduced in quantity by the usual 
methods of quartering to give a minimum 
portion of 75 g. This portion shall be 
ground, either by a suitable mechanical 
device or by hand in an agate mortar, 
until it all passes a No. 100 (149-micron) 
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sieve.^ . This, TS-g. sample shall then 
be thoroughly ' mixed : and ■ placed in an 
-airtight container for use in the chemical 
'•■analysis. 

(i) Samples for Special Tests -S bid.- 
pies to be used for such special tests as 
may be required by individual specifica- 
tions shall be obtained by mixing and 
quartering the material remaining after 
removal of the 75-g. portion for 
chemical analysis. The quantity of 
sample and the sieve size of the 
particles will depend upon the require- 
ments of the individual specifications. 

Inspection 

Inspection ■ 

8. When inspection and sampling are 
to be conducted at the place of manu- 
facture, the manufacturer shall afford the 
inspector representing the purchaser all 
reasonable facilities for inspection and 
sampling, which shall be so conducted 
as not to interfere unnecessarily with the 
operation of the works. The duties of 
the inspector or sampler shall be con- 
fined exclusively to sampling and inspec- 
tion of the finished material as ready for 
shipment, and shall not under any cir- 
cumstances be construed to permit 
investigation of methods or processes of 
manufacture. 

Rejection 

'Rejection ' 

9. (a) Rejection of material based on 
failure to pass the tests prescribed in the 
specifications shall be reported to the 
manufacturer within ten days from the 
taking of samples, and the cause for 
rejection shall be stated. 

(b) The samples which represent re- 
jected material shall be kept in airtight, 
moistur eproof containers for at least 

* Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation; E 1!), which appears in this 
publication, see Contents in Numeric Sequence of A.S. 
T.M. Designations at front of book. 


five days from the date of the original, 

test report 

Retesting 

Retesting 

■ 10. (a) Either of the contracting par- 
ties may make claim for ' a retest within 
five days of the.' date of the original test 
report. ■ The expense of the retest shall 
be borne by the party demanding such 
retest. 

(b) Should the contracting parties 
be unable to reach a mutually satis- 
factory agreement based upon the re- 
sults of the original test, the third 
sample of the material shall be delivered 
unopened to a referee laboratory for 
test and the results of this referee test 
shall be binding on both parties. 

' Packing . 

Packing 

11. (a) Lump Lime.— Lump lime may 
be shipped in bulk in carload lots, 
in wooden barrels or steel containers 
holding 180 lb. or 280 lb. net each, or in 
pasteboard cartons holding 90 lb, net 
each. 

(6) Pulverized Lime, — Pulverized lime 
may be shipped in bulk, in carload lots, 
or in cloth or paper bags. 

{c) Hydrated Lime.— Hydrated lime 
shall be shipped in cloth bags holding 
100 lb. net each, or in paper bags holding 
50 lb. net each. 

Marking 

Marking 

12. {a) Each shipment of material 
shall ■ carry with ' it some means of 
identification, stating ■' the particular 
contract on which ,, the ^purchase and, 
shipment ' were made, 

(p) Each package , shall ' have legibly 
m.arked, thereon, the net weight of its 
contents, the name' of the manufacturer, 
the place of manufacture, and the brand 
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name, if any. .This marking shall 
comply with all requirements of . the 
Federal Lime. Barrel Act, entitled '‘An 
Act to Standardize Lime Barrels (Public 
No.'228 -.Congress - S 5425),” and with 
such other federal or ' state laws as may 
be applicable to the shipment in question. 


(c) In addition to the above informa- 
tion, the following guarantee may , be 
marked on each' package or shipment: 
"Guaranteed. by (name of manufacturer) 
to meet the specifications of the Ameri- 
can Society for Testing Materials” for 
(name of material). 



Standard Methods of 

CHEMICAL ANALYSIS OF LIMESTONE, QUICKLIME, AND 

HYDRATED LIMEV 



A.S.T.M. Designation; C 25 - 44 

Adopted, 1929; Revised, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C25; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revisioin 


Scope 

* 1. These methods of test cover pro- 
cedures for the chemical analysis of 
limestone, quicklime, and hydrated lime. 

Note.^ — ‘‘T he Analysis of Silicate and Car- 
bonate Rocks,” U. S. Geological Survey Bidleiin 
700, should be used for reference in connection 
with these methods, especially when very exact 
and detailed analyses are desired. Blank deter- 
minations should be made on all reagents, and 
corrections applied when necessary. 

Samples for Analysis 

2. Samples for chemical analysis shall 
be taken and prepared in accordance 
with the requirements of the Standard 
Methods of Sampling, Inspection, Pack- 
ing, and Marking of Quicklime and 
Lime Products (A.S.T.M. Designation: 
G 50) of the American Society for Test- 
ing Materials^ applicable to the material 
to be tested. 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-7 on Lime. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1919 to 1929, being revised 
in 1921, 1922, 1925. 1926, and 1927.- 


Special Solution Required 

3d Standard Poiassium Permanganate 
Soliiiionr~-I)\sm\vt 5.64 g. of KMn04 
in 1000 ml of water. Let age for one 
week or more. Filter through purified 
asbestos and standardize against the 
National Bureau of Standards’ standard 
sample 40c of sodium oxalate as follows: 
Transfer 0.5 g. of the standard sodium 
oxalate, dried at 105 C., to a 400-ml. 
beaker. Add 250 ml of diluted H2SO4 
(5:95), freshly boiled for 10 to 15 min, 
and cooled to 27 i 3 C. Stir until the 
oxalate has dissolved. Add 40 to 42 ml 
of the standard KMnO..! at the rate of, 
25 to 35 ml. per min., while stirring 
slowly. . Let stand until the pink color 
disappears (about 60 sec.). (If the 
pink color should persist because of the 
addition of an excess of KMn04: solu- 
tion, discard and begin again, , adding a 
few milliliters less . of, the K.Mn04.) 
Heat to 55 to 60 C. and complete the 
titration at this temperature^, by , adding 
KMn.04 until a .faint pink color persists, 
for 30 sec. Add. the la.st 0.5 to 1 . ml 
drop by drop, , with .particular,, care to 
allow each drop to .become, decolorized 


3 Appears in this publication , see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 
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A “tentative revision” of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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before the next .is introduced. 'Deter- 
mine the excess,, of KMn04 required to 
impart , a , pink color to. the ' solution by 
matching the color in another beaker 
containing', .the same amount of the 
specially treated diluted H2SO4 at 55 
to 60 G. One milliliter of the standard 
KMn04 will be approximately equiva-- 
lent to 0.005 g. of CaO.*^ The exact' 
value' shall be calculated from the' fol- 
lowing equations: 

5 NasGOi + 2 KMn04 + 8 H 2 SO 4 - 

' S Na2S04 + K 2 SO 4 + 2 MnS04 ' 

+ 10 CO 2 + 8 H 2 O 

5 CaC204 + 2 KMn04 + 8 H 2 SO 4 - 

5 CaS 04 + K 2 SO 4 + 2 MnSOi 

-f 10 CO 2 + 8 H 2 O 

Insoluble Matter Including Silicon 

DiO'Xide 

4. Weigh out approximately 0.5 g. of 
the sample® and, if a limestone or 
hydrated lime, ignite in a covered 
platinum crucible in an electric muJSle® 
for 15 min,, or longer if the heat is not 
powerful enough to effect complete 
decomposition within that time. Trans- 
fer to an evaporating dish, preferably of 
platinum^ for the sake of celerity in 
evaporation, mix to a thin slurry with 
distilled water, add 5 to 10 ml. of HCi 
(sp. gr. 1.18), and digest with aid of 
gentle heat and agitation until solution 
is complete. Solution may be aided 
and the time shortened by light pressure 
with the flattened end of a glass rod 

^ With high calcium limes, more than 50 ml. of this 
solution probably will be required to titrate the liberated 
oxalic acid. In such cases the use of a larger burette is 
to be preferred to increasing the strength of the perman- 
ganate solution. 

5 Due to the rapidity with which quicklime and hy- 
drated limes become contaminated by absorption of water 
and carbon dio.xide from the air, samples must be pro- 
tected in tightly stoppered containers at all times. Samples 
for analysis are to be weighed from stoppered weighing 
bottles, the exact ■weight of the samples being determined 
by the difference in weight of the bottles before and after 
the samples are removed. 

® Ignition of the sample in an electric muffle is far 
superior to flame ignition. If an electric muffle is not 
available, flame ignition and the blast lamp may be used. 

^ If a platinum dish is not available, porcelain may be 
used. A glass container positively must not be used. 


upon resistant lumps. Then evaporate 
the solution to dryness, so far as this 
may be possible, on the water bath. 
When dry or nearly so, place the dish 
and its contents (covered) in an air bath 
or on a platinum triangle resting on a 
hot plate and, if a limestone of high 
calcium content is under treatment, heat 
for 1 hr. at 200 C.; if a limestone of high 
magnesium content is under treatment 
the temperature should not exceed 
120 C, Drench the cooled mass with 
HCI (sp. gr. 1.18) and allow to stand for 
a few minutes. Add an equal volume of 
water, cover the dish, and place on the 
water bath for 10 min.® Separate the 
Si02 by filtration on a filter of suitable 
size. Wash thoroughly with diluted 
HCI and then wash twice with cold 
water. Evaporate the filtrate to dry- 
ness. Extract the residue with HCI 
as before but allowing only a few 
minutes time. Filter this solution 
through a second and smaller paper. 
Transfer the wet papers containing the 
separated residue to a weighed platinum 
crucible. Char carefully without allow- 
ing the paper to inflame, and then 
ignite to constant weight in an electric 
muffle.® The increase in weight repre- 
sents the insoluble and siliceous matter 
and is reported as insoluble matter, 
including silicon dioxide, 

Silicon Dioxide 

5. (a) Treat the “insoluble matter 
including silicon dioxide,” (Section 4) 
in the crucible with 5 ml. of water, 5 ml. 
of HF and one or two drops of H2SO4,® 
and evaporate to dryness. Heat the 
residue for 2 or 3 min. in an electric 
muffle® and again weigh. The difference 
between this weight and that previously 
obtained gives the weight of Si02d® 

8 Instead of strong acid, that of balf strength may be 
used and the heating begun at once, 

9 See U- S. Geological Survey Bulletin 700, p. 103. 

' 7® For ordinary control work in the plant laboratory 
this correction may, perhaps, be neglected; the double 
evaporation must never be neglected. 
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(J) To determme Si02 by 'volatiliza- 
tion 'with HF, ^ the residue in the 
crucible with' a little Na 2 C 03 ,^^ cool the 
melt and dissolve it in 'diluted HCl 
Add the solution to the filtrate from the 
second evaporation for “insoluble matter 
including silicon ' dioxide’’ (Section 4). 
If the “insoluble matter including silicon 
dioxide/’ is reported as such and no HF 
treatment is given, the “insoluble matter 
including silicon dioxide,” is not fused 
or further treated. 

Insoluble Matter other than Silicon 

Dioxide 

6. The difference between the weight 
of “insoluble matter including silicon 
dioxide” and silicon dioxide represents 
the “insoluble matter other than silicon 
dioxide.” 

Iron and Aluminum Oxides 

7. To the HCl solution from the 
determination of Si 02 add a few drops 
of bromine water or HNO 3 and boil the 
solution until all trace of bromine or 
chlorine is gone. Then add HCl, if not 
already present, sufficient to ensure a 
total volume of 10 to 15 ml. of HCl (sp. 
gr. 1.18).^^ Add a few drops of methyl 
red solution and after diluting to 200 to 
250 ml. heat the liquid to boiling. 
Neutralize by means of NH 4 OH (diluted 
towards the end) until the color of the 
liquid changes to a distinct yellow. 
Boil for 1 or 2 min., allow to settle, 
filter, and immediately wash the pre- 
cipitate two or three times with hot 
NH 4 CI (2 per cent) and dry by suction.^® 
Set the filtrate aside. Dissolve any pre- 
cipitate from the paper in hot, diluted 
HCl, the solution passing into the 
beaker in which the precipitation was 
made, and wash the paper thoroughly 


Fusion with pyrosuifate is to be avoided on account 
of the subsequent introduction of sulfates into the solu- 
tion. . 

See TJ. S. Geological Survey Bulletin p. 258. 
is See U. S. Geological Survey Bulletin fOO^.p. 107. 


with hot water. Boil the solution to 
expel any trace of chlorine, and pre- 
cipitate the hydroxides with NH4OH 
as before. .. Ignite the moist precipitate' 
in a weighed ' platinum crucible,^ cool, 
and weigh 'as AI2O3 and FegOs.’-^ 

Total Iron, Standard Procedure ' • 

8. Fuse the combined iron and alumi» 
num oxides^-® (Section 7 ) in a platinum 
crucible at a very low temperature with 
3 to 4 g. of Na 2 S 207 or K 2 S 207 .^® Treat 
the melt with sufficient diluted H2SO4 
to insure the presence of not less than 
5 g. of absolute acid and enough water 
to effect solution on heating. Evaporate 
the solution and eventually heat until 
acid fumes come off copiously. After 
cooling and redissolving in water, filter 
out the small amount of Si02, wash, 
ignite, weigh, and correct by HF and 
H 2 S 04 .^^ Add the weight so corrected 
to the weight of Si 02 previously found 
and deduct from the gross weight of the 
oxides of iron and aluminum. Reduce 
the filtrate by zinc/^ Titrate with a 
0.05 N KMn 04 solution. 

Total Iron, Alternative Procedure 

9. (a) Dissolve 2 to S g. (depending 
upon the amount of iron present) of the 
properly prepared sample in HCl and 
evaporate rapidly to dryness. Treat 
the residue with water and HCl, filter off 
the Si 02 , and wash several times with 
hot water. Precipitate the' iron ^ in' a 


w This precipitate may also contain TiOa, fiOi, and 
MnsOi. 

When the iron is present in small quantities it is 
rather unsatisfactory to determine it in the ignited oxides 
from the 0.5-g. sample. Under these conditions the 
alternative procedure may be used. 

16 The pyrosulfates are less troublesome and more 
effective than the bisulfates. 

ii'This correction for impurities should not be made 
when the HF correction of the main SiOa determination 
has been omitted. After two evaporations, 1 to 2 rag. of 
SiOs are still, to be, found with the .R2O3 precipitate. ' , 

16 Zinc will also reduce titanium. If this metal is to 
be determined. and; .deducted from,Al20a, then HaS must 
be used for reduction (boiling out the liaS in a stream of 
CO2 before titration). If titanium is not to be deter- 
mined, the slight error introduced by its reduction with 
zinc is so small as to be negligible except in the most exact 
and detailed analyses, . 
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boiling, soktion with ;fixed alkali, allow 
to settle, filter, and wash,, free of chlo- 
rides, , .using hot water. Dissolve in 
diluted H2SO4., , , 

(b) . Ignite the insoluble matter- from 
the evaporated HCl solution' ' in a 
platinum '. crucible. Treat with H2SO4 
and HF and heat until fumes of H2SO4 
appear. Bring' the residue into solution 
'.with the addition of a, few drops more of 
H2SO4 and combine the solution with 
that of the bulk of the iron. Reduce 
this solution by zinc and titrate the iron 
with 0.05 N KMn04. ' 

Aiuminum Oxide 

10. Subtract the calculated weight of 
Fe203, obtained in accordance with 
Section 8, from the weight of AI2O3 + 
Fe203 (Section 7 ). Report the remain- 
der as AI2O3. In case phosphorus is 
determined, calculate it to P2O5 and 
deduct also. 

Calcium Oxide by Gravimetric Method^® 

11. Add a few drops of NH4OH to the 
combined filtrate from the AI2O3 + 
Fe203 precipitate, and bring the solution 
to boiling. To the boiling solution add 
35 ml. of a saturated solution of 
(NH4)2C204, and continue the boiling 
until the precipitated CaC204 assumes a 
granular form. Allow it to stand 20 
min., or until the precipitate has settled 
and the supernatant liquid is clear, 
filter, and wash thoroughly with boiling 
water.^® Place the wet filter and pre- 
cipitate in a platinum crucible, and burn 
off the paper over the small flame of a 
bunsen burner or in a muffle. Ignite 
the residue, dissolve in hot diluted HCl, 
and make up the volume of the solution 
to. 100 : ml. with water. Add NH4OH 
in' slight excess and: boil the liquid. If 

18 The gravimetric method must be employed when a 
recovery of aluminum is desired, or when a determination 
of strontium is contemplated. 

20 Care must be exercised in this washing, as 1000 ml. 
of boiling water will dissolve over 10 mg. of CaC204. 


a small amount of. Al2(OH)6 separates, 
filter it out, wash, with" NH4CI (2 per 
cent), ignite, weigh, and add this weight 
to that found in the first' determination. . 
Then reprecipitate the lime by 
(NH4)2C204, allow to Stand until settled, 
filter, wash thoroughly with boiling 
water, and weigh as CaO after ignition 
to constant weight in a covered plati- 
num crucible. 

Calcium Oxide by Volumetric Metho'd^^' 

12 . Make the filtrate from the iron 
and aluminum oxide precipitate alkaline 
with NH4OH, boil, and add 35 ml. 
of a boiling saturated solution of 
(NH 4 ) 2 C 204 . Stir vigorously and allow 
to stand until the precipitate has settled, 
filter on an 11 -cm. paper, and wash ten 
times with hot water.^^ Transfer the 
paper and precipitate to the beaker in 
which the precipitation was made, 
spreading the paper out against the 
upper portion of the beaker. Wash the 
precipitate from the paper with a jet 
of hot water, fold the paper, and leave 
it adhering to the upper portion of the 
beaker. Add to the contents of the 
beaker 50 mi. of diluted H2SO4 (klO), 
dOute to a volume of 250 ml, with hot 
water, and heat to 80 to 90 C. Titrate 
with the standard KMnOi solution 
(Section 3 ) until the pink end point is 
obtained. Now drop the folded filter 
paper (which has been adhering to the 
side of the beaker) into the liquid; the 
pink color of the latter will be dis- 
charged. Finish the titration by adding 
KMn04 drop by drop until the pink 
end point is again obtained. A Gooch 
crucible may be used instead of filter 
paper. From the total quantity of 
standard KMn04 solution used, calcu- 
late the percentage of CaO. 

M The volumetric method may he used for ordinary 
control work in the plant laboratory. It must be borne 
in mind that in this method all strontium oxide is reported 
as calcium oxide. 

« Use not more than 125 ml, for this wash. 
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Strontium,: Oxide , , , 

13. 'Transfer the weighed oxides ob- 
tained in the gravimetric determination 
of calcium oxide (Section 11) to a small 
flask of 20-mL capacity and dissolve in 
HNO3. Evaporate to dryness and heat 
at 150 to 160 C. Treat the thoroughly 
dried nitrates with as little (rarely over 
2 ml.) of a mixture of equal parts of 
absolute alcohol and ether as may be 
needed to dissolve the calcium salt, 
solution being hastened by occasional 
gentle agitation. After standing over 
night in the corked flask, collect the 
insoluble matter on the smallest possible 
filter and wash with more of the above 
mixture of alcohol and ether. After 
drying, pass a few milliliters of hot 
water through the filter, on which may 
remain a few tenths of a milligram of 
residue which usually does not contain 
any lime or other alkaline earth and 
whose weight is therefore to be de- 
ducted from that of the lime unless it 
can be shown that it is derived from the 
glass of the small flask in which the 
nitrates of calcium and strontium were 
evaporated. To the solution of stron- 
tium nitrate in a small beaker add a few 
drops of H2SO4 and then its volume of 
alcohol, whereby the strontium is pre- 
cipitated as sulfate. After 12 hr., 
filter on a small filter paper, and wash 
the residue with SO per cent alcohol 
Ignite at a low temperature, moisten 
with diluted H2SO4T evaporate, again 
ignite, and weigh as SrS04. Test the 
sulfate spectroscopically as to freedom 
from calcium and barium. Calculate 
the weight of SrO and deduct from the 
weight of CaO as obtained in Section 11. 

Magnesium Oxide 

14. {a) Acidify the combined filtrates 
from the calcium precipitates with HCl, 
concentrate on the water bath to about 
150 ml, and heat to boiling. To the 


boiling solution add 10 ml of a saturated 
solution of Na(NH4)HP04' and ^ con- 
tinue the boiling for several minutes. 
Then cool to room temperature, and add 
NH40Ii . drop , by drop, whiles stirring 
constantly, ^ until the crystalline , am- 
monium-magnesiu.m orthophosphate be-, 
gins to form and then in moderate 
excess, the stirring beiiig, coiitiiiued .for 
several minutes. Allow the liquid to 
stand in a cool atmosphere for from 12 
to 48 hr 3"^ and filter. 

(b) Dissolve the precipitate in hot 
diluted HCI, dilute the solution with 
water to about 100 ml, add 1 ml of the 
saturated solution of Na(NH4)HP04 
and NH4OH drop by drop, while stirring 
constantly, until the precipitate is again 
formed as above described and the 
NH4OH is present in moderate excess. 
Then allow it to stand in a cool atmos- 
phere for from 12 to 48 Filter on 
paper or in a Gooch crucible, wash with 
diluted NH4OH containing 
ignite,^’ cool, and weigh as Mg2P207.^^ 

Loss on Ignition 

15. Place 1 g. of the prepared sample-® 
in a weighed platinum crucible, cover 
with the lid, and heat gently® for 5 min., 
gradually increasing the temperature to 
the maximum of the muffle, and main- 
tain at this temperature until constant 
weight is obtained (usually about 15 
min.). The difference between the orig- 
inal weight of the sample and the final 
weight represents the loss on ignition. 


28 The less the amount of magnesium present, the 
longer the precipitate must be allowed to settle. 

24 Made by diluting NH 4 OH with distilled water until 
the solution contains 2.5 per cent of NHa by weight, then 
adding three or four drops of HNOa (sp. gr. 1.42). 

. ^ 23 When manganese is present , in the, sample, , it 
will be caught in large part with the raagnesiiira precipi- 
tate. (See U. S. Geological Survey 700 , p, 134.) 

In ca.se manganese was not eliminated before this precipi- ■ 
tation, the weighed pyrophosphate must be dissolved in 
HNOa, tested for manganese with bismuthate, the manga- 
nese determined and deducted as MnaPaOr, 

26 This determination may be made, if desired, upon 
the O.S-g, sample ignited for solution in HCl as described 
in 'Section 4. : 
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Mecliaiiical Moisture, in ...Limestone' 

. 16:.. Weigh 1 'g*. of the prepared sample 
in a tared,. wide, , low-form, , flat-bo t-' 
to.med weighing bottle. Heat ^ un- 
covered in. a,, ventilated drying oven at 
120.. C.' for '2; hr. . Quickly stopper, cool 
in ,. a' 'desiccator, and weigh, lifting the 
stopper momentarily just before weigh- 
ing. The use of a similar weighing 
bottle as a counterpoise carried through 
all of the operations is a desirable pro- 
cedure. The loss in weight represents 
^%ecbanical moisture^^ or ^^hygroscopic 
water’’ .at 120 C. 



Fig. l.—Bottle for Determination 
of Superficial Moisture. 


Mechanical Moisture in Hydrated Lime 

1 7 . (a) Arrangement of A pparatus.— 
Mechanical moisture in hydrated limes 
shall be determined by aspirating over 
the sample in a closed container at 
120 C. a . slow stream of dry, C02-'fr€e 
air. The container for the sample shall 
be equipped with two interchangeable 
stoppers one to be used during weigh- 


ings and -the otiier4.'0 be used d.uring the 
drying. .■ The . second, ...stop.per ..:. shall be 
equipped :with two entry tubes for con- 
ducting the air stream over the sample.^' 
(See Fig. ■ 1.) The container shall be 
connected in a train, having: before it a 
soda-lime tower, a lime-water bottle, a 
sulfuric acid bottle, and- a phosphoric 
anhydride bulb, in the order named, and 
after it another protective phosphoric 
anhydride bulb. The lime-water bottle 
is useful for giving indication of the ex- 
haustion of the soda lime. The train 
shall be placed in position, with connec- 
tion for the sample bottle, in a drying 
oven at 120 C. 

(b) Frocedure.~~^]a.ce 2,5 to 3 g. of 
the prepared sample into the previously 
weighed bottle, and immediately re- 
stopper it. A glazed paper funnel will 
aid rapid manipulation. Insert the 
bottle in the train by quickly exchanging 
the stoppers, and draw" a slow current of 
dry, COs-free air through the apparatus 
for 2 hr. Remove the sample bottle 
from the oven with another quick ex- 
change of stoppers, and set it in a 
desiccator to cool, "ftflien cool, remove 
it to the balance case for several minutes 
before weighing it, and just before 
w’eighing, lift the stopper slightly for an 
instant to relieve any vacuum that may 
exist in the bottle. The loss in weight 
of the sample represents ^'mechanical 
moisture” or "hygroscopic water” at 
120 C. Use a bottle similar to the one 
containing the sample as a counter- 
poise in all weighings. 

Carbon Dioxide by Standard Method^^ 

18. (a) Size of Sam pie, -—With. lime- 
stone, use 0.5 g. of the sample; with 


5^ A small bottle of 20 to 30-ml. capacity with glass 
stoppers, as described, ground to fit, is a convenient form 
of apparatus. (See Fig. 1.) 

, 28 This method is in accordance with the method given 
in U. S. Geological Survey Fwi/e/iw, 7<yc}, p. 217. An 
illustration showing the arrangement of the component 
parts of the necessary apparatuses shown on p. 218 of that 
Bulletin. 
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burned lime,: hydrated lime, etc., use the observation bulbs (containing HaSOi 
5 g. of the sample, to show the rate of gas flow) being, at- 

(b) Procedure,— Boil the weighed tached directly to the drying system, 

amount of prepared sample with diluted Then close the stopcock in the separa- 

HC1(1 :1) in a small Erlenmeyer flask at- tory funnel, half fill the latter with HCl 

tached to an upwardly inclined con- (1 :1), replace the rubber stopper of the 

denser,' whence, after^ passing through a funnel, insert the absorption tubes 

drying ■ system-calcium' chloride, an- between the drying : system and the 

hydrous copper sulfate to retain observation bulbs, and allow the acid 

hydrogen sulfide from decomposable to flow into the flask, slowly if there is 

sulfides and any HCl that may pass over, much CO 2 , rapidly if there is but little, 

then calcium chloride again — the CO 2 When effervescence diminishes in the 

is caught by absorption tubes filled with former case, at once in the latter^ light 

soda lime followed by calcium chloride, the burner under the flask and start the 



Fig. 2.—Apparatus for Determination of Carbon Residue. 


Arrangements should be made for a 
current of air free from CO 2 with which 
to sweep out the apparatus before and 
after the determination, and for a slow 
current during its continuance. The 
results are very accurate and the 
determination can be quickly carried 
out. The manipulations are as follows: 
Pour hot water upon the powder in the 
flask fitted with a separatory funnel and 
delivery tube; attach this to the con- 
denser, and force a current of air free 
from CO 2 through the whole system, 
except the weighed absorption, tubes, 
until the original air has been displaced, 


flow of water through the condenser. 
Keep the flame low, so as to secure 
steady but quiet ebullition, and do not 
interrupt the air current although it 
should be reduced to a slow rate. With 
much CO 2 the rate of absorption is very 
readily noted by holding the hand to the 
soda-lime tubes, which become hot or 
warm when absorption is taking place. 
Sufficient . time having ■ olapsed,^^ ex- 
tinguish the flame and increase the air 
current. WTien: cool,' disconnect the: 

s» Boiling for 1 min. is usually sufficient. 
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soda-lime tubes from the apparatus and ' 
allow to stand in the balance case until 
two weights taken 30 min* apart agree 
within 0.5 mg, , : The soda lime for use 
in this determination . must be porous, 
not' hard and ' unabsorptive like that 
sometimes used for the combustion of 
nitrogenous organic substances. 

Carbon Dioxide by Alternative Method 

19 * (a) A pparaius— The apparatus 
illustrated in Fig. 2, which is a modifica- 
tion of the usual form, may be used if 
desired. The principle of its operation 
is the same as that of the procedure 
described in Section 18. The apparatus 
consists of the following: 

Tube Ai for decomposition of the 
sample. 

Tube Bf to contain acid. A soda- 
lime tower is placed ahead of tube B so 
that air drawn through the apparatus is 
free of CO 2 . 

Micro-drier C, containing water, to 
act as a condenser and to retain most of 
the acid volatilized from tube A, 

Bulb Dj containing mossy zinc to 
remove the last traces of HCL 
Micro-drier £, containing H2SO4 to 
dry gases. If the sample evolves H 2 S, 
another micro-drier, F, containing cad- 
mium chloride solution is inserted be- 
tween bulb D and micro-drier £, 

Bulb G, containing P 2 O 5 to complete 
the drying of the gases. 

Midvale Bulb H, for absorption of 
CO 2 . It is filled as follows: A layer of 
glass wool extending above the end of 
the outlet tube is placed in the bottom, 
and on this a layer of P 2 O 5 , about f in. 
thick. Immediately on this is placed 
another layer of glass wool, and the rest 
of the bulb is filled with ascarite, except 
for a final layer of glass wool on the top. 

{h) Size of Sample,— With limestone, 
use 0.5 g. of the sample; with burned 
lime, hydrated lime, etc., use 3 to 5 g. 
of the sample. 


(c) Procedure.— The : manipulations 
are as follows: Sweep out tubes C, D, 
£, F, and G with a current of C 02 -free 
air. Place in tube B sufficient HGl (sp. 
gr. 1.1) to completely decompose the 
sample, but so regulated in volume that 
the liquid level in tube A shall not be 
above the point P. Connect a soda- 
lime tower to the top of tube B. Intro- 
duce rapidly into tube A the weighed 
amount® of the prepared sample, and 
immediately cover it with C02-free vrater 
and attach to the apparatus. Then at- 
tach the weighed Midvale bulb H. 
Allow the acid from tube B to flow into 
tube Ai the rate being governed by the 
rate of evolution of gas. Then gently 
heat tube A and boil to expel all C02^^ 
while drawing a slow current of air free 
from CO 2 through the apparatus. Con- 
tinue the air current for 3 min. after 
removing the flame. Disconnect the 
Midvale bulb H and weigh it after it 
has come to equilibrium in the balance 
case. Use a second Midvale bulb as 
counterpoise in all weighings. 

Sulfur Trioxide 

20. Place 2 g. of the prepared sample 
in a small, dry beaker and stir it up with 
10 ml. of cold water until all lumps are 
broken and the lighter particles are 
in suspension. Add 15 mi. of diluted 
HCl (1:1) and heat until solution is 
complete. Filter through a small paper 
and wash the residue thoroughly with 
hot water. Dilute the filtrate to 250 
ml, heat to boiling, and add 10 ml. of a 
boiling solution of BaCb (10 per cent) 
drop by drop, while stirring constantly. 
Stir well and allow to stand over night. 
Filter, wash with boiling water, ignite, 
and weigh as BaS 04 . 

Total Sulfur 

21. Weigh 1 g. of the prepared sample. 
Add approximately 0.5 g. of Na 2 C 03 . 
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Mix': thoroughly' in a porcelain crucible^® 
ail'd heat gently until sintered. ^ Then ■ 
ignite for 15 min. at a temperature of 
approximately 1000 C.j taking care to 
allow access of air to the contents of the 
crucible. Cool and place the crucible 
in a 250-mL beaker and cover with hot 
water.' Add 10 ml. of bromine water, 
then 30 ml HCl (1:1) and boil until 
solution is complete and all bromine 
has been expelled. Remove the cru- 
ciblej washing it with water. Add a 
few drops of methyl red and render the 
solution alkaline with NH4OH (1:1). 
Boil the solution for 1 or 2 min., filter, 
and wash with hot water. To the fil- 
trate add 5 ml of HCl (1:1), adjust 
the volume to about 200 ml, bring the 
solution to boiling, and while boiling 
add 10 ml. of hot BaCh (10 per cent). 
Allow to stand overnight. Filter, wash 
with hot water, ignite, and weigh as 
BaS04. 

Phosphorus 

22. Dissolve 10 g. of the prepared sam- 
ple in 80 ml diluted HNO3 (1 :1), filter, 
and wash the residue with hot water. Ig- 
nite, fuse the residue with a little Na2C03, 
cool the melt, and add its nitric acid so- 
lution to the main filtrate.^^ In case the 
rock is rather argillaceous, mix the pow- 
der with half its weight of Na2C03 and 
blast strongly. Dissolve the cooled 
melt in HNO3 and evaporate to dryness. 
Take up the dry residue with diluted 
HNO3 (1 :2), filter, and wash the residue 
with hot water. Ignite the residue in 


30 It is usually desirable to make a fusion in a platinum 
crucible. However, it has been found that with limestones 
very high in impurities, when the fusion is made in a 
muffle, the damage to platinum ware is considerable. It 
has been proved that the use of porcelain crucibles intro- 
duces no appreciable error. 

31 In limestones very low iir phosphorus it may be 
deemed desirable to concentrate the phosphorus from a 
considerable weight of sample. In this case, proceed as 
directed by F. Hinden {ZcUschr. Ami, Chemte^ Vol. S4 
p. 214 (1915)) , as follows ; To the nitric acid solution of the 
large sample add a few drops of FesCb solution and then 
NH 4 OH until the liquid becomes slightly turbid. Then 
add 0.5 g. of pure precipitated CaCOa and bcil for 5 min. 
Filter, dissolve the precipitate in diluted HNOa, and 
proceed as afcovc. 


platinum, and evaporate with HF and 
'HNOs'. ' Finally^ evaporate twice with 
HNO3 alone to expel all fluorine, dissolve 
the residue in HNGs and add the solu- 
tion to the main filtrate.''^'^ Oxidize the 
nitric acid solution by boiling wdlh 10 
ml. of KMn04 (1.5 per cent) until MnOa 
is precipitated.' Dissolve, the oxide by 
addition of FLSOa or a sulfite free from 
phosphorus and boil to expel the oxides 
of nitrogen and sulfur. Neutralize the 
HNO3 with NH4OH and then add 1 ml. 
of HNO3 (sp. gr. 1.42) for every 100 ml. 
of solution- Bring the solution to a 
temperature of 40 C., add ammonium 
molybdate solution'^^ and shake for 10 
min. Allow to stand at a temperature 
of not over 40 C. for 1 to 12 hr. Filter 
and wash ten times with KNO3 (1 per 
cent). Return the precipitate to the 
precipitating vessel, add a measured 
excess of 0.1 N NaOH and 25 ml. of 
water free from COa and shake or stir 
until the precipitate is dissolved. Di- 
lute to 100 to 200 ml. with water free 
from CO2, add 3 drops of phenolphtha- 
lein (0.2 per cent), and discharge the 
pink color with standard acid. Finish 
the titration by adding standard alkali 
until the reappearance of the pink color. 
The alkali solution should be free from 
carbonate and be standardized against 
the National Bureau of Standards^ stand- 
ard sample, Z9e of benzoic The 

ratio of phosphorus to NaOH should 
be considered as 1:23 in calculating 
results.®‘^ 

Manganese 

23, Dissolve 10 g. of the sample in 100 
ml. of diluted HNO3 (1:1), filter, and 


3a See Blair, “The Ghemical Analysis oMron,” 8 th 
Edition, p. 92. 

33 SQt Jmirml, Am. Gliem. Soc., Vol. 34, p, 1027 (1912), 
and Vol. 35, p. 1309 (1913), 

34 Titanium . and vanadium,, which interfere 'in , this 
determination, should not be encountered in appreciable 
amounts in this class of material. 

Instead of the specified alkalimetric titration method, 
the phosphorus in the phosphomolybdate may be deter- 
mined as magnesium pyrophosphate (U. S. Geological 
Survey Bulklin 700, pp. WS-nP), or by the reductor 
method (A. A. Blair, “Chemical Analysis of Iron/'' 8 th 
Edition, pp. '91-92). 
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wash the residue with hot water. Ig- 
nite the. residue in platinum., fuse with a 
little Na 2 C 03 ,: and. add the nitric acid 
solution of the melt to the main filtrate. 
Dilute the solution to ISO ml. and add 
0.5 g.. of sodium, bismuthate^^ ■ Heat for 
a, few minutes, or until the pink color has 
disappeared and Mn 02 has precipitated. 
If Mn 02 does not precipitate add more 
bismuthate. ' Clear the solution by add-' 
ing a few drops of a saturated solution of 
sodium bisulfite or other suitable re- 
ducing agent free from chlorides, and 
boil to expel all oxides of nitrogen and 
sulfur. Cool to 15 C., add an excess 
of sodium bismuthate, agitate, and let 
Stand for a few minutes. Add 50 niL of 
HNO 3 (3 per cent) and filter through 
asbestos. Wash with HNO 3 (3 per cent) 
until the washings run through colorless. 
Add a measured excess of a standard 
FeS 04 solution and titrate back with a 
standard KMn 04 solution, the strength 
of which has been determined by means 
of the National Bureau of Standards’ 
standard sample 40r of sodium oxalate.^® 

Ferrous Iron in the Absence of Carbo- 
naceous Matte.r®^ 

24. Introduce the powder, one to sev- 
eral grams, into a stout flask of about 
200 to 250-mL capacity and boil with a 
little water until all air is expelled. 
While still boiling, add diluted H 2 SO 4 
a little at a time until effervescence 
ceases, then a further amount. Cal- 


35 The persulfate method may be employed, if desired. 

3® The separation of mapganese with the R2O3 precipi- 
tate by the use of bromine is not recommended on account 
of the incompleteness of the precipitation. Separation 
of manganese by means of ammonium sulfide after the 
ammonia precipitation is also undesirable on account of 
the introduction of the reagent and the slimy character 
of the precipitate. 

See also footnote 25 concerning the contamination of 
magnesium pyrophosphate by manganese pyrophosphate 
and the need of corrective measures when manganese is 
present in the material under analysis. 

37 In limestones, the presence of carbonaceous matter 
renders the exact or even appro.ximate determination of 
ferrous iron often Impossible. Nevertheless, even in its 
presence acceptable results are sometimes obtainable if 
the amount of such matter is small and if it does not give 
with acid a colored solution. Occasionally limestones 
show films of manganese peroxide which likewise inter- 
fere with the determination. 


cium sulfate precipitates, but the iroB 
will remain in solution. Remove tbe 
flame and tightly insert a stopper 
through which passes a small stopcock 
funnel. When the flask is cool or nearly 
so, pour cold water into the funnel and 
cautiously open the cock so the water 
may be drawn into the flask, pouring 
more water into the funnel as fast as it 
empties until tbe solution amounts to 100 
to 150 ml. Such precaution to exclude 
air is hardly necessary in most cases, 
however, since in the presence of H 2 SO 4 , 
the oxidation of ferrous iron is exceed- 
ingly slow. It is ordinarily quite suffi- 
cient to equalize the internal and ex- 
ternal pressures by opening the cock, 
removing the stopper, and pouring in 
cold water. Bring the flask under a 
burette containing 0.05 N XMn 04 solu- 
tion and titrate the iron without delay. 
With a carbonate wffiich is wholly de- 
composable without the aid of heat, 
solution may be accomplished in a flask 
filled with CO 2 , using cold acid, whereby 
the danger of attack of silicates is les- 
sened if these are present. If the prefer- 
ence is for the K 2 Cr 207 method of titra- 
tion, HGl may be used instead of H 2 SO 4 , 
in absence of Mn 02 . In this case there 
is, of course, no separation of an insol- 
uble calcium salt, a fact which renders 
easier the subsequent determination of 
the iron in any insoluble residue the 
limestone may yield. The ferrous iron 
thus found is mostly, if not altogether, 
that existing as carbonate.®® 

Ferrous Iron In Presence of Carbonace- 
ous Matter®^ 

25. Decompose the powder in a flask 
with diluted H2SO4 in an atmosphere of 
CO 2 . With limestones and active agi- 
tation no heat need be used, but with 
dolomites it will be necessary. Quickly 
filter the solution through asbestos (in 

88 If a determination of ferrous iron in the insoluble 
residue is desired, see U. S. Geological Survey Bulhtm 700 , 
p. 265. 
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an atmosphere , of COs if much iron is 
present)j wash the residue and' filter a 
few times with water, and titrate the. 
filtrate at once with 0.05 N KMNO 4 . If 
it is colored by organic matter, the result 
may be in error. As above, HCl and 
titration by KaCrgO? may be used in 
absence of Mn02. In either case it is 
important to allow the acid to act no 
longer than is necessary and to filter 
quickly. A determination of the fer- 
rous iron in the insoluble matter is 
usually not worth attempting, because of 
the admixed organic matter. 

Available Lime Index 

26. (a) Available Lime Index . — “The 
available lime index^’ of high calcium 
quicklime and hydrated lime designates 
those constituents which enter into the 
reaction under the conditions of this 
specified method. The interpretation of 
results obtained by the following method 
shall be restricted by this definition. 

{h) Standard HydrocMoric Acid Solu- 
tion . — Prepare a solution containing 13.7 
ml. of HCl (sp. gr. 1.18) per liter. This 
solution will be slightly stronger than 
necessary. Standardize the HCl solu- 
tion®® against 0.85 g. of pure, dry Na 2 C 03 
using methyl orange as the indicator. 
Adjust the solution either by the addi- 
tion of water if too strong, or by the 
addition of HCl if too weak, so that 
0.85 g. of Na 2 C 03 exactly neutralizes 
90 ml. of the standard HCl solution. 
One milliliter of the standard HCl solu- 
tion is equivalent to 1 per cent CaO. 

(c) Rapid Sugar Me/Aui.—Weigh 0.5 
g. of the prepared sample (passing a No. 
100 (149-micron) sieve) and brush care- 
fully into a 300-mi. Erlenmeyer flask 
containing about 20 ml of distilled 
water (Note 1), and immediately stopper 


3»This solution may also be standardized against 
National Bureau of Standards’ standard sample 39 of 
benzoic acid or standard sample 84 of potassium acid 
phtiialate through an NaOH solution. 


the flask loosely with a rubber stopper, 
Disperse the sample thoroughly In the 
water by a swirling, motion, . heat ,4o 
boiling, and boil for 2 min. Remove the 
stopper, add ISO ml. of distilled water 
at room temperature, and then add 15 g. 
of granulated sugar (sucrose) (Note 2). 
Stopper the flask, shake vigorously at 
intervals for a 5-min. period, and allow 
to stand for 30 min., but not longer than 
1 hr. Add 2 drops of phenolphthalein 
indicator, wash down the stopper and 
sides of the flask with distilled water, 
and titrate (in the original flask) with 
the standard HCl solution (Note 3). 

Note 1. — It is particularly important to 
have a little water in the flask before adding 
the sample. This is especially true in the 
case of cfuicklime, since by adding water on top 
of a dry charge in a flask there is frequently 
a tendency for the material to cake and form 
lumps difficult to completely dissolve in the 
sugar solution later. On the other hand, if the 
lime is added to a little water, conditions are 
favorable to a thorough dispersion of fine par- 
ticles to produce a more rapid solution. In 
the case of quicklime, probably some slaking 
action occurs to facilitate the dispersion and 
solution. 

Note 2,— -The 15 g. of sugar and the 150 ml 
of water used are only approximate amounts. 
It is not necessary to weigh the sugar each time. 
A small measure can be employed, such as a 
spoon which when level full holds slightly more 
than 15 g. This saves time in running a large 
number of samples, and just as accurate results 
are obtained as when the sugar is carefully 
weighed. A little excess weight of sugar always 
insures at least a 10 per cent sugar solution. 

Note 3.—-In titrating, first add without shak-. 
ing about 90 per cent of the acid requirement 
from a 100-ml burette. Then shake the flask 
and finish the titration more carefully, but as 
rapidly as possible (shaking the flask vigorously), 
to the first complete disappearance of pink color. 
Note the reading in per cent and ignore return 
of color. Unless the operator is familiar with 
' previous analyses , of the lime, under test, and in 
cases where the . available lime .content, varies to 
extremes,' it is' good' p'ractice.tO', tun. ;a preliminary 
test by slow titration to determine the proper 
amount to add without first shaking the flask. 
Inasmuch as the method is very simple, this 
entails no great hardship. 
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APPENDIX 

Analysis of Limestone or Lime Products 


(Name of Company) 

Date.......................................... Lab. No 

Name... ■ .Date Rec^d. 


Material............ 

Sample Marked, 


Constituents 

Determined 

1 Constituents 

I Calculated® 

Name Formula 

Per 

cent 

Name Formula 

Per: 

cent 

Silicon dioxide Si 02 


Calcium carbonate. CaCOs 


Iron oxide Fe203] 


Calcium hydroxide Ca(OH)2 


Aluminum oxide AhOsj 


Magnesium carbonate MgCOa 

Calcium oxide — CaO I 

Magnesium hydroxide Mg(OH)2 


Magnesium oxide MgO 

Calcium sulfate CaS04 


Total sulfur S 

Sulfur trioxide SOs 







Carbon dioxide CO2 

® Method for calculation must be noted for each 
constituent. 

fat 120 c HsO 


Sieve Analysis 


Wateri 

i total .H2O 


Sieve No 


Insoluble matter 


Opening in microns 


Loss on ignition 

Available lime index 


Percentage passing 



Remarks 

Total neutralizing value 

in terms of CaCOa {Determined . . . 


Plasticity. 

Soundness. .■ 

1 








Note. —U nless otherwise noted all determinations have been made according to methods pre- 
scribed by the American Society for Testing Materials. 

Signed.......... 



Standard Dejifiitions of 
TERMS RELATING TO LIME* 



A.S.T.M. Designation: C 51 " 44 
Adopted, 1928; Revised, 1939, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 51; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Lime. — A general term which includes the 
various chemical and physical forms of 
quicklime, hydrated lime, and hydraulic 
lime used for any purpose. 

Quicklime.—'A calcined material, the major 
part of which is calcium oxide or calcium 
oxide in natural association with a lesser 
amount of magnesium oxide, capable of 
slaking with water. 

Lump Lime. — Quicklime as it comes from 
the kilns. 

Lump Lime Screened. — Lump lime after 
forking or screening to remove the finer 
portion. 

Note. —T he portion removed is usually 
that which will pass a J-in. sieve. 

Pulverized Lime.— Quicklime which will 
pass a fine sieve of specified size. 

Note. — The size of the sieve is usually J-in. 
Hydrated Lime. — A dry powder obtained by 
treating quicklime with water enough to 
satisfy its chemical affinity for water 
under the conditions of its hydration. 

Note.— I t consists essentially of calcium 
hydroxide or a mixture of calcium hydroxide 
and magnesium oxide and magnesium hy- 
droxide.. 

i Under tie standardization procedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Committee C-7 on Lime. 

3 Prior to adoption as standard, these definitions were 
published as tentative from 1922 to 1928, being revised in 
1924 and 1928, ^ 

A tentative revision of this standard has been issued in 
the form of the Tentative Definitions of Terms Relating to 
Lime (C 51-44 T), seep. 1319. 


Liming Material. — A general term which 
includes all of the various chemical and 
physical forms of lime, limestone, mollusk 
shells, and marl whose calcium and mag- 
nesium content is capable of neutralizing 
soil acidity. 

Air-Slaked Lime. — The product containing 
various proportions of the oxides, hy- 
droxides, and carbonates of calcium and 
magnesium which results from the ex- 
cessive exposure of quicklime to the air. 

Calcia. — The chemical compound CaO, 
calcium oxide. 

Magnesia. — The chemical compound MgO, 
magnesium oxide. 

Building or Construction Lime. — A lime 
whose chemical and physical character- 
istics and method of processing make it 
suitable for the ordinary or special con- 
struction uses of the product. 

Chemical Lime. — A lime whose Ghemicai 
and physical characteristics and method 
of processing make it suitable for one or 
more of the many and varied chemical 
and industrial uses of the product. 

Agricultural Lime.— A lime whose calcium, 
and magnesium content is capable of 
neutralizing soil acidity. 

Available Lime.— Those , constituents , of ^ a. 

' lime which. enter into a. desired reaction 
under the conditions of a specific method 
or process. 
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A ‘‘tentative revision” of .this standard appears on page 1319. 


APPROVED AS ■ 

AMERICAN STAHDARD' 

BY.THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.; A49.:l-1941 


Standard Specifications for 
GYPSUM' 



A.S.T.M. Designation: C 22 -41 

Adopted, 1925; Revised, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 22 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . {d) These specifications cover gyp- 
sum, calcium sulfate combined with two 
molecules of water in crystalline form 
and having the approximate chemical 
formula CaS04*2H20, 

(i) No material may be considered 
gypsum within the meaning of these 
specifications that contains less than 
64.5 per cent by weight of CaS04 • 2H2O. 

Size 

2. Gypsum may be crushed and 
ground to the size specified by the 
purchaser. 

Chemical Composition 

3. The chemical composition, within 
the limits prescribed by Section 1, shall 
be a matter of contract. 

Sampling 

A. {d) Bulk . — When g3rpsum is 
shipped in bulk, samples of about 5 lb. 
each shall be taken at regular intervals 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-11 on Gypsum. 

® Prior to adoption as standard, these specifications 
were published as tentative from 1919 to 1925, being re- 
vised m 1920, 1921, 1923, 1924, and 1925. 


during the complete loading or unloading 
of the carrier, in such a way as to accu- 
mulate at least 200 lb. of material and 
to represent correctly the percentages of 
both the coarse particles and the fines 
in the shipment. This shall be broken 
to pass a 1-in. round-hole screen, thor- 
oughly mixed, and reduced by quarter- 
ing to provide not less than a 1-lb. 
sample for the laboratory. 

(6) Packages , — When gypsum is 
shipped in packages, at least 3 per cent 
of the packages shall be sampled. Sam- 
ples shall be taken from both the surface 
and the center of the packages. These 
samples shall then be broken, mixed, 
and quartered as directed above. 

Laboratory Samples 

5. Each laboratory sample shall be 
placed immediately in an airtight con- 
tainer and shipped to the laboratory 
for test. 

Methods of Testing 

6. The chemical analysis and physical 
properties of gypsum shall be determined 
in accordance with the Standard Meth- 
ods of Testing Gypsum and Gypsum 
Products (A.S.T.M. Designation: C 26) 
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of the American Society for Testing 
Materials.® . 

PacMag and 'Marking ■ 

7, (a) Gypsum may be shipped either 
in packages or in bulk. 

(i) When shipped in packages for 
resale, the following information (Note) 
shall be legibly marked on each package 
or on a tag of suitable size attached 
thereto: 

Name of manufacturer, 

Description of material, and 
Net and gross weights of package. 
(c) When shipped in bulk, a card con- 
taining the required information shall 
be conspicuously placed in the carrier. 

Note. — S tate laws may require additional 
information. 

Inspection 

8. Inspection may be made either at 

® Appears in tiiis publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


the point of shipment or at the point of 
delivery. The inspector representing 
the purchaser shall have free access to 
the carriers being loaded for shipment to 
the purchaser. He shall be afforded all 
reasonable' facilities for inspection and 
sampling, which shall be so conducted 
as not to interfere unnecessarily . with 
the loading of the carriers. 

Rejection 

9. Any rejection shall be based upon 
the specific cause of failure to conform 
to the requirements of these specifica- 
tions, and shall be reported to the seller 
within 10 working days from the receipt 
of the shipment by the purchaser. 

Rehearing 

10. Claims for rehearing shall be valid 
only if made within 20 working days 
from receipt of notice of specific cause 
for rejection. 



APPROVED AS ■ 

AMERICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO-.: A49.3-1940; 


Standard Specifications for 
GYPSUM PLASTERS* 



A.S.T.M. Designation: C 28 ~ 40 
Adopted, 1921; Retoed, 1927, 1930, 1939, 1940„A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 28; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover four 
gypsum plasters: namely, 

Gypsum ready-sanded plaster, 
Gypsum neat plaster, 

Gypsum wood-fibered plaster, and 
Calcined gypsum for finishing coat. 

Calcined Gypsum 

2. The term calcined g}^sum in these 
specifications refers to CaS 04 * 4 H 20 , 
calculated from the SO3 content. 

CHEmCAL AND PHYSICAL PROPERTIES 
Gypsum Ready-Sanded Plaster 
Description 

3. Gypsum ready-sanded plaster is a 
plastering material in which the pre- 
dominating cementitious material is cal- 
cined gypsum, and which is mixed at the 
mill with .all the constituent parts, in- 
cluding sand, in their proper proportion. 
Only the addition of water is required 
to make it' ready for use. 

, ,1 Under the standardization procedure of the Society,, 
these specifications are under the jurisdiction of the 
A.S.T.M. Comm.ittee C-1 ton Gypsum. 

s Prior to adoption as standard, these specifications 
were .published as tentative from ,1920. to 1921, being-re- 
visedin .1921, 


Composition 

4. The following shall govern the 
composition of gypsum ready-sanded 
plaster for the desired coats: 

{a) Scratch or First Coat Plaster,— 
Gypsum ready-sanded plaster used for 
scratch or first coat shall contain not 
more than two-thirds by weight of sand. 
The other one- third shall contain not 
less than 60.5 per cent by weight of 
calcined gypsum. The remainder may 
consist of materials to control the work- 
ing quality, the setting time, and the 
fibering. 

(J) Brown or Second Coat Plaster,— 
Gypsum ready-sanded plaster used for 
browning or second coat shall contain 
not more than three-fourths by weight 
of sand. The other one-fourth shall 
contain not less than 60.5 per cent by 
weight of calcined gypsum. The re- 
mainder may consist of materials to 
control the working quality, the setting 
time, and the fibering. 

Time of Setting 

5. Gypsum ready-sanded plaster shall 
conform to the following requirements 
as to time of setting: 
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Specifications foe, G'!0*sxjm Plasters (C 28 “ 40) 


(a) Scratch or First Coat Plaster , — 
Not less than nor more than 7 hr. 

Qi) Brown ^ or Second Coal Plaster , — 
Not less than 2 nor more than 6 hr. 

Tensile Strength 

6. Gypsum ready-sanded plaster shall 
conform to the following requirements 
as to tensile strength: 

(a) Scratch or First Coat Plaster,— 
Not less than 125 psi. 

(&) Brown or Second Coat Plaster . — 
Not less than 75 psi. 

Gypsum Neat Plaster 
Description 

7. Gypsum neat plaster is a plastering 
material in which not less than 60.5 per 
cent of the cementitious material is 
calcined gypsum, and which is mixed 
at the mill with other materials. 

Composition 

8. Gypsum neat plaster shall contain 
not less than 60.5 per cent by weight of 
calcined g3q)sum. The remainder may 
consist of materials to control the work- 
ing quality, the setting time, and the 
fibering. 

Time of Setting 

9. Gypsum neat plaster when mixed 
with three parts by weight of standard 
sand shall set in not less than 2 nor 
more than 32 hr. 

Tensile Strength ■ 

10. Gypsum neat plaster as tested with 
two parts of standard sand shall have a 
tensile strength of not less than 125 psi. 

Gypsum Wood-Fibered Plaster 
Description 

11. Gypsum wood-fibered plaster is a 
gypsum plaster in which wood fiber is 
used as an aggregate. 


Composition 

. 1 2 . Gypsum wood-fibered plaster shall 
contain not less than 60.5 per cent by 
weight of calcined gypsum and not less 
than 1 per cent by weight of wood fiber 
made from a iionstaining wood. The 
remainder may consist of materials to 
control the working quality and setting 
time. 

Time of Setting 

13. Gypsum wood-fibered plaster shall 
set in not less than 1| nor more than 
8 hr. 

Tensile Strength 

14. Gypsum wood-fibered plaster shall 
have a tensile strength of not less than 
125 psi. 

Calcined Gypsum for Finishing Coat 

Description 

15. Calcined gypsum for finishing 
coat may or may not contain retarder, 
and may be classified in two grades: 
namely, ^Vhite’^ and “gray.*' 

Fineness 

16. Calcined gypsum for finishing 
coat shall all pass a No. 14 (1410-micron) 
sieve, and not less than 60 per cent shall 
pass a No. 100 (149-micron) sieve.^ 

Time of Setting 

17. Calcined gypsum for ' finishing 
coat, when not retarded, shall set in not 
less than 20 nor more than 40 min., and 
when retarded, shall set in not less than 
40 min. 

Tensile Strength 

18. Calcined gypsum for finishing; 
coat shall have a tensile strength of not 
less than 200 psi. 

» Detailed reqtii,rements for these sieves are given in 
the Standard. Specifications for Sieves for Testing Pur- 
poses (A.S.T.M, Designation: E 11), which appears in 
this publication, see Contents in Numeric Sequence of 
A.S.T.M. Designations at front of book. 
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Sampling 

'Samplmg 

19. At least' 3 per cent of the packages 
shall be sampled, and shall be so selected 
as to be representative of the shipment. 
Samples shall be taken from both the 
surface and The, center of each package' 
so selected. The material so obtained 
shall be thoroughly mixed and reduced 
by quartering to provide not less than a 
15"lb. sample for the laboratory. 

Laboratory Samples 

20. Each laboratory sample shall be 
placed immediately in an airtight con- 
tainer and shipped to the laboratory 
for test. 

Methods of Testing 
Methods of Testing 

21. The chemical analysis and physi- 
cal properties of gypsum plasters shall 
be determined in accordance with the 
Standard Methods of Testing Gypsum 
and Gypsum Products (A.S.T.M. Desig- 
nation: G 26) of the American Society 
for Testing Materials.'^ 

Note. — D istilled water shall be used for 
conducting all tests. 

Packing and Marking 
Packing and Marking' 

22. (a) Gypsum plasters shall be dry 


* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


and free from lumps, and shall be shipped 
in packages. 

(&) When shipped for resale, the 
following information shall be legibly 
marked on each package or on a tag of 
suitable size attached thereto: 

Name of manufacturer, 

Brand, 

Description, and 

Net and gross weights of package. 

Inspection AND Rejection 
Inspection 

23. Inspection may be made either 
at the point of shipment or at the point 
of delivery. The inspector representing 
the purchaser shall have free access to 
the carrier being loaded for shipment 
to the purchaser. He shall be afforded 
all reasonable facilities for inspection 
and sampling, which shall be so con- 
ducted as not to interfere unnecessarily 
with the loading of the carriers. 

Rejection 

24. Any rejection shall be based upon 
the specific cause of failure to conform 
to the requirements of these specifi- 
cations, and shall be reported to the 
seller within 10 working days from the 
receipt of the shipment by the purchaser. 

Rehearing 

25. Claim for rehearing shall be valid 
only if made within 20 working days 
from receipt of notice of specific cause 
for rejection. 



APPROVED AS 
AMERICAN STANDARD ^ ^ 

BY THE AMERICAN STANDARDS ASSOCIATION ,' 
ASA NO.: .A49.4-1940 


Standard Spedji cat ions for 
GYPSUM MOLDING PLASTER* 



A.S.T.M. Designation: C 59 - 40 

Adopted, 1929; Revised, 1930, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 59; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover gypsum 
molding plaster, a material consisting 
essentially of calcined gypsum for use 
in making interior embellishments, cor- 
nices, etc. 

Composition 

2. Gypsum molding plaster shall con- 
tain not less than 80 per cent of calcined 
gypsum (CaS 04 *iH 20 ). 

Time of Setting 

3. Gypsum molding plaster shall set 
in not less than 20 nor more than 40 min. 

Tensile Strength ■ 

4. Gypsum molding plaster shall have 
a tensile strength of not less than 200 psi. 

Fineness 

5. Gypsum molding plaster shall all 
pass a No. 30 (S90-micrGn) sieve and 
not less than 90 per cent shall pass a 
No. 100 (149-micron) sieve.® 

Sampling V 

6. At least 3 per cent of the packages 
shall be sampled and shall be so selected 
as to be representative of the shipment. 


Samples shall be taken from both the 
surface and the center of each package 
so selected. The material so obtained 
shall be thoroughly mixed and reduced 
by quartering to provide not less than a 
15-lb. sample for the laboratory. 

Laboratory Samples 

7, Each laboratory sample shall be 
placed immediately in an airtight con- 
tainer and shipped to the laboratory 
for test. 

Methods of Testing 

8. The chemical analysis and physical 
properties of gypsum molding plaster 
shall be' determined in accordance' with 
the Standard Methods of Testing Gyp-: 
sum and. Gypsum Products, (A.S.T.M. 
Designation: C26) of the American 
Society for Testing Materials.^ 

Note. — D istilled ■ water shall be used for 
conducting all tests. 


1 Under tlie' Standardization procedure of ,t,lie Society, 
these , specifications are under the jurisdiction of the 
A.S.T.M. Committee C-1 i on Gypsum. 

2 Prior to adoption as standard, these specifications 
were published as tentative , from 1926 to 1929, being re- 
vised m 1929. 

8 Detailed requirements, for these' sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M,. Designation: E 11), which appears in this pub- 
'lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 

Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M,. Designations, at front of book. , 
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Packing and Marling ' . 

9. ((i) Gypsum / molding, plaster shall 
be dry and free from lumps and shall be 
shipped in packages. 

(J) .When shipped.. for resale, the fol- 
lowing, information' shall be' legibly 
marked on each package or on a tag of 
suitable size attached thereto: 

Name of manufacturer, , 

Brand,. 

Description, and 

Net and gross weights of package. 
Inspection 

10. Inspection may be made either at 
the point of shipment or at the point of 
delivery. The inspector representing 
the purchaser shall have free access to 
the carrier being loaded for shipment to 


the purchaser. He shall be afforded 
all reasonable facilities for inspection 
and sampling, which shall be so con- 
ducted as not to interfere unnecessarily 
with the loading of the carriers. 

Rejection 

11. Any rejection shall be based upon 
the specific cause of failure to conform to 
the requirements of these specifications, 
and shall be reported to the seller within 
10 working days from the receipt of the 
shipment by the purchaser. 

Rehearing 

12. Claim for rehearing shall be valid 
only if made within 20 working days from 
receipt of notice of specific cause for 
rejection. 



approyeb as 

AMERICAN STANBARD 

BY THE AMERICAN STANDARDS' ASSOCIATION 
ASA NO.: A49.S-1940 


Standard Specifications fior 
GYPSUM POTTERY PLASTER’ 



A.S.T.M. Designation: C 60 - 40 
Adopted, 1929; Revised, 1930,1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 60; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specificatioBS cover gypsum 
pottery plaster, a material consisting 
essentially of calcined gypsum for use in 
making pottery molds. 

Composition 

2. Gypsum pottery plaster shall con- 
tain not less than 90 per cent of calcined 
gypsum (CaS 04 * 11120 ). 

Time of Setting 

3. Gypsum pottery plaster shall set 
in not less than 20 nor more than 40 min. 

Tensile Strength ' 

4. Gypsum pottery plaster shall have 
a tensile strength of not less than 
250 psL 

Fineness 

5. Gypsum pottery plaster shall all 
pass a No. 30 (590-micron) sieve and 
not less than 94 per cent shall pass a 
No. 100 (149-microii) sieve.® 

Sampling 

6. At least 3 per cent of the packages 
shall be sampled and, shall be so selected 


as to be representative of the shipment 
Samples shall be taken from both the 
surface and the center of each package 
so selected. The material so obtained 
shall be thoroughly mixed and reduced 
by quartering to provide not less than 
a 15-lb. sample for the laboratory. 

Laboratory Samples 

7. Each laboratory sample shall be 
placed immediately in an airtight con- 
tainer and shipped to the laboratory for 
test. 

Methods of Testing 

8. The chemical analysis and physical 
properties of gypsum pottery plaster 
shall be determined in accordance with 
the Standard Methods of Testing Gyp- 
sum and Gypsum Products (A.S.T.M. 
Designation: C 26) of the American 
Society for Testing Materials,^ except 


1 Under the standardization procedure of the Society, 
these specifications are under the Jurisdiction of the 
A.S.T.M. Committee C-1 I on Gypsum. 

» prior to adoption as standard, these specifications 
were ■ published as tentative . from '1926 to, 1929, being .re- 
vised in 1929. 

• Detailed requirements for these sieves are, given in 

the Standard Specifications for Sieves for Testing Pur- 
poses (A.S.T.M. Designation: E 11), .which appears in 
this publication, see Contents in Numeric Sequence of 
A.S.T.M. Designations' at front of book. . ' 

• Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book 
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that in the measuremeat of the time of 
setting and tensile strength the plaster 
and water shall be mixed in the propor- ■ 
tion of 100 g. of plaster to 60 ml. of water.* 

Note. — D istilled water shall he used for 
conducting all tests. 

Packing and Marking 

\ 9. (a) Gypsum pottery plaster shall 
be dry and free from lumps and shall be 
shipped in packages. 

(b) When shipped for resale, the fol- 
lowing information shall be legibly ^ 
marked on each package or on a tag of 
suitable size attached thereto: 

Name of manufacturer, 

Brand, 

Description, and 

Net and gross weights of package. 
Inspection 

10. Inspection may be made either at 
the point of shipment or at the point of 


delivery. The inspector representing 
the purchaser shall have free access to 
the carrier being loaded for shipment to 
the purchaser. He shall be^ afforded all 
reasonable facilities for inspection and 
sampling, which shall be so conducted as 
not to interfere unnecessarily with the 
loading of the carriers. 

Rejection 

11. Any rejection shall be based upon 
the specific cause of failure to conform 
to the requirements of these specifica- 
tions, and shall be reported to the seller 
within 10 working days from the receipt 
of the shipment by the purchaser. 

Rehearing 

12. Claim for rehearing shall be valid 
only if made within 20 working days 
from receipt of notice of specific cause 
for rejection. 



APPROYBB AS 
AMERICAN STANDARD 

BY THE AMERICAN STANDARBS ASSOCIATION 
ASA NO»; A66.1-1941 


Stafidard Specifications for 
KEENE’S CEMENT* 



A.S.T.M. Designation: C 61 - 40 
Adopted, 1930; Revised, 1940 A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 61; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover Keene’s 
cement, anhydrous calcined gypsum the 
set of which is accelerated by the addi- 
tion of other materials. 

Note. — Various grades of Keene’s cement 
of different fineness and setting time are 
available. These specifications are directly 
applicable to the grades manufactured for use 
in the base and finish coats of plastering. 
Grades intended for use in Scagliola, castings, 
and other special purposes should conform to 
the requirements of these specifications in all 
respects except those for fineness and time of 
set, which will vary according to the particular 
use for which the grade is designed. 

Time of Setting 

2. Keene’s cement shall set in not less 
than 1 nor more than 4 hr. 

Tensile Strength 

3. The cement shall have a tensile 
strength of not less than 400 psi. 

Fineness 

4. The cement shall all pass a No. 14 

^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-l I on Gypsum. 

» Prior to adoption as standard, these specifications 
were published as tentative from 1926 to 1930, being revised 
in 1928, 1929, and 1930. 


(1410-micron) sieve, not less than 98 per 
cent shall pass a No. 40 (420-micron) 
sieve, and not less than 80 per cent shall 
pass a No. 100 (149-micron) sieve.’"^ 

Combined Water 

5. The cement shall not show a com- 
bined water content of more than 2 per 
cent. 

Sampling 

6. At least 3 per cent of the packages 
shall be sampled and shall be so selected 
as to be representative of the shipment. 
Samples shall be taken from both the 
surface and the center of each package 
so selected. The material so obtained 
shall be thoroughly mixed and reduced 
by quartering to provide not less than a 
15-lb. sample for the laboratory. 

Laboratory Samples 

7. Each laboratory sample shall be 
placed immediately in an airtight con- 
tainer and shipped to the laboratory for 
test 

® Detailed requirements for. these sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 
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SPEemCAXIONS ' FOR CEMtMt (G '61-" 4H) 


Methods: of .Testing . 

8. The . chemical analysis and physical 
properties :of Keeners cement, shall be 
determined in ' accordance ' with the 
Standard Methods of Testing Gypsum 
and Gypsum Products (A.S.T.M. Desig- 
nation: C ,26) of the American Society 
for Testing Materials/ except that in 
the determination of the time of setting 
and tensile strength, the consistency used 
shall be such that a 150-g. modified 
Vicat needle, described in Section 15 of 
the Standard Methods C 26, shall give a 
penetration of 30 db 2 mm., '20 sec. after 
release, the measurement being made S 
min. after the addition of the Keene’s 
cement to the gaging water. 

Note. — A 20-min. mixing and soaking period 
for the Keeners cement and water with occa- 
sional stirring to remove entrained air or gas 
bubbles is required before filling the molds in 
the strength determination. The use of 0.1 
per cent retarder in determining the testing con- 
sistency is necessary when working with quick- 
setting cements. 

Packing and Marking 

9. (a) Keene’s cement shall be dry and 
free from lumps and shall be shipped in 
packages. 

(b) When shipped for resale, the fol- 
lowing information shall be legibly 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


marked on each package or on a tag of 
suitable size attached thereto: 

Name of manufacturer, 

Brand, 

Description, and 

Net and gross weights of package. ' 

Inspection 

10. Inspection may be made either at 
the point of shipment or at the point of 
delivery. The inspector representing the 
purchaser shall have free access to the 
carriers being loaded for shipment to the 
purchaser. He shall be afforded all 
reasonable facilities for inspection and 
sampling, which shall be so conducted 
as not to interfere unnecessarily with the 
loading of the carriers. 

Rejection 

11. Any rejection shall be based upon 
the specific cause of failure to conform 
to the requirements of these specifica- 
tions and shall be reported to the seller 
within 10 working days from the receipt 
of the shipment by the purchaser. 

Rehearing 

12. Claims for rehearing shall be valid 
only if made within 20 working days 
from receipt of notice of specific cause 
for rejection. 


APPENDIX 


Field Test for Keene’s Cement 


In many instances it is desirable to have a 
simple test whereby Keene*s cement may be 
identified. Such a test will not indicate the 
quality of the cement, which should be deter- 
mined by the laboratory tests enumerated in the 
body of these specifications, but is of especial 
value to plasterers, material dealers, and super- 
intendents. 

The following procedure is satisfactory for 
this purpose: 

Take a cupful of the material, mix with 
water to the consistency of a thick paste, and 
pour upon a plate or piece of glass. Let stand 


until fairly firm and definite signs of set having 
begun are manifest. This will be some time 
less than 2 hr., depending on climatic con- 
ditions. 

Divide the sample, allowing one half to re- 
main undisturbed. Take the other half and 
break it down adding a little water, remix, 
and then aEow it to ‘*set up*’ again on the 
plate or glass. 

If the material is Keene’s cement, the re- 
mixed portion will, within a few hours, become 
quite as hard and strong m the portioa that 
was not remixed. . , ■ 


APPROVED AS 
■ AMERICAN STANDARD 
BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: A63.M941 ' 



1l 

{i 






Standard Specifications fior 
CALCINED GYPSUM FOR DENTAL PLASTERS* 



A.S.T.M. Designation: C 72 - 40 

Adopted, 1930; Revised, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 72; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover calcined 
gypsums having specific properties with 
reference to time of setting, fineness, and 
water-carrying capacity, for use in the 
preparation of dental plasters. Three 
grades are covered, as follows: 

Grade Q (Quick setting), 

Grade M (Medium setting), and 

Grade S (Slow setting). 

Composition 

2. Calcined gypsum for use in the 
preparation of dental plasters shall con- 
tain not less than 93 per cent of calcined 
gypsum (CaS 04 *iH 20 ). 

Time of Setting 

3. The calcined gypsum shall conform 
to the following requirements as to time 
of setting: 

Grade ^.—Not less than 2 nor more 
than 4 min. ' 

Grade M— ‘Hot less than 6 nor more 
than 12 min. 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Cominittee C-ll on Gypsum. 

2 Prior to adoption as standard, these specifications were 
published as tentative from 1928 to 1930, being revised in 
1929 and 1930. 


Grade S , — Not less than 20 nor more 
than 40 min. 

Tensile Strength 

'4. The calcined gypsum shall have a 
tensile strength of not less than 300 psi. 

Fineness 

5. The calcined gypsum shall all pass 
a No. 30 sieve (590-micron) and not less 
than 95 per cent shall pass a No. 100 
(149-micron) sieve.® 

Sampling 

6. At least 3 per cent of the packages 
shall be sampled and shall be so selected 
as to be representative of the shipment. 
Samples shall be taken from both the 
surface and the center of each package 
so selected. The material so obtained 
shall be thoroughly mixed and reduced 
by quartering to provide not less than a 
15-lb. sample for the laboratory. 

Laboratory Samples 

, 7.-^ach laboratory sample, shall be 
placed immediately in an airtight con- 

? Detailed requirements for these sieves are given in 
the Standard Specificadons for Sieves for Testing Pur- 
poses (A.S.T.M. ' Designation; E 11.),. which appears in 
this publication, see Contents in Numeric Sequence of 
A.S.T.M. Designations at front of book. 


“tentative, revision” of this standard appears in the Tenta- 
tive Revisions of' Standards section at the back of this book.: 
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tamer and shipped to the laboratory for 
test. 

Methods of Testing 

8. The chemical analysis and physical 
properties of calcined gypsum for use in 
the preparation of dental plasters shall 
be determined in accordance with the 
Standard Methods of' Testing Gypsum 
and Gypsum Products (A.S.T.M. Desig- 
nation: C 26) of the American Society 
for Testing Materials/ except that in 
the determination of the time of setting 
and the tensile strength the calcined 
gypsum and water shall be mixed in the 
proportion of 100 g. of calcined gypsum 
to 60 ml. of water. The calcined gyp- 
sum shall be allowed to soak in distilled 
water at 70 F. (21 C.) for 30 sec,, and 
shall then be stirred for 30 sec. and 
placed immediately in the molds. 

Packing and Marking 

9. (a) Calcined gypsum for use in the 
preparation of dental plasters shall be 
dry and free from lumps and shall be 
shipped in packages. 

(b) When shipped for resale, the fol- 
lowing information shall be legibly 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


marked on each package or on a tag of 
suitable size attached thereto: 

Name of manufacturer,: '' 

Brand, 

Description, and 

Net and gross weights of package. 

Inspection 

10. Inspection may be made either at 
the point of shipment or at the point of 
delivery. The inspector representing 
the purchaser shall have free access to 
the carrier being loaded for shipment to 
the purchaser. He shall be afforded all 
reasonable facilities for inspection and 
sampling, which shall be so conducted 
as not to interfere unnecessarily with the 
loading of the carriers. 

Rejection 

11. Any rejection shall be based upon 
the specific cause of failure to conform to 
the requirements of these specifications 
and shall be reported to the seller within 
10 working days from the receipt of the 
shipment by the purchaser. 

Rehearing 

12. Claim for rehearing shall be valid 
only if made within 20 working days 
from receipt of notice of specific cause 
for rejection. 



Af»MO?ED AS 

.AMERICAN STAND AEB . . 

BY THE AMERICAN STANDARDS ASSOCIATION^ 
ASA NO.: A69a-1942 


Standard Specifications for 
GYPSUM WALL BOARD* 



A.S.T.M. Designation: C 36 42 
Adopted, 1934; Revised, 1942.^ 

This Standard of the American Society for Testing Materials is issued under 
the fed designation C36; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover gypsum 
wall board, which is designed to be 
used without the addition of plaster for 
walls, ceilings, or partitions and affords 
a surface suitable to receive decoration. 

Composition 

2. Gypsum wall board shall consist of 
an incombustible core of gypsum with 
or without fiber, but not exceeding 15 
per cent of fiber by weight, and surfaced 
with paper or other fibrous material 
firmly bonded to the core. 

Flexural Strength 

3. When tested, either face up or face 
down, in accordance with the Standard 
Methods of Testing Gypsum, and Gyp- 
sum Products (A.S.T.M. Designation: 
C 26) of the xAmerican Society for Test- 
ing Materials,^ specimens taken from 


the gypsum wall board shall carry not 
less than the following loads without 
showing a breaking of the bond between 
the surfacing and the core : 

Load, lb. 

Bearing Edges Bearing Edges 
Across Fiber Parallel to 
Thickness, of Surfacing Fiber of Sur- 

■ ■ in. facing 

J..... SO 24 

'I ■ 80. ■ 34' 

■ f... 105 ■ , 45 

Sampling 

4. At least 1 per cent of the number of 
gypsum wall boards in a shipment, bn 
not less than ten boards, shall be so se- 
lected as to be representative of the 
shipment. Twenty-fi.ve per cent of such 
selected boards, but not less than ten 
individual boards, shall constitute a 
sample for purpose of tests. When a 
shipment consists of more than one car 
or carrier load, a sample shall be taken 
from each car or carrier. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-11 on Gypsum. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1921 to 
192S, being revised m 1922, 1924, and 192S. They were 
adopted in 1925 but withdrawn and replaced in 1933 by 
C 36-33T which were published as tentative from 1931 
to 1934. 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Dimensionsj Weights, and Permissible 
Variations, 

■ 5. (a). TMckmss.—T^'hQ nominal thick- 
ness of gypsum wall board shall be J in., 
fin., or I in., with permissible variations 
in the nominal thickness of plus or minus 
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in. 5 and with permissible' local varia- 
tions of plus or minus in. from the 
nominal thickness. Edges, or edges and 
ends of f in. and | in. board may be 
plain or recessed to receive a joint rein- 
forcing strip; if recessed, the depression 
shall be not less than 0.02 in. 

(b) Width,— The nominal width of 
gypsum wall board shall be 24 in., '32 in., 
36 in., or 48 in., with a permissible vari- 
ation of A in. under the specified width. 

(c) Length . — The nominal length of 
|-in. gypsum wall board shall be from 
4 ft. to 12 ft. and of f-in. and |-in. 
board from 4 ft. to 14 ft., inclusive, with 
permissible variations of plus or minus 
I in. from the specified length. 

{d) Weight.— Tht weight of gypsum 
wall board per 1000 sq. ft. shall conform 
to the following requirements: 



Finish 

’ 6. The surfaces of gypsum wall board 
shall be true and free from imperfections 
that would render the wall board unfit 
for use with or without decoration. The 
edges and ends shall be straight and 
solid. The corners shall be square with 
a permissible variation of | in. in the 
full width of the board. 

Note 1 . — Gypsum wall hoard J-in. in thick- 
ness is available either with square edges or V- 
tongue and grooved edges. Recessed board is 
available only with square edges. 

Note 2. — G 3 q)sum wail board is also avail- 
able with one surface covered with aluminum or 
other heat-reflecting type of foil. 


Packing and MarMng 

7. (a) Gypsum wail board shall be 
shipped so as to be kept dry and free 
from moisture. 

(5) When shipped for resale, the name 
of the manufacturer and the brand shall 
be legibly marked on each board or 

package. 

Inspection 

8. Inspection may be made either at 
the point of shipment or at the point of 
delivery. The inspector representing 
the purchaser shall have free access to 
the carriers being loaded for shipment to 
the purchaser. He shall be afforded all 
reasonable facilities for inspection and 
sampling, which shall be so conducted as 
not to interfere unnecessarily with the 
loading of the carriers. 

Rejection 

9. Any rejection shall be based upon 
failure to conform to the requirements of 
these specifications and shall be re- 
ported to the seller within 10 working 
days from the receipt of the shipment by 
the purchaser. The notice of rejection 
shall contain a specific statement of the 
respects in which the boards have failed 
to conform to the requirements of these 
specifications. 

Rehearing 

10. Claims for rehearing shall be valid 
only if made within 20 working days 
from the receipt of notice of specific 
cause for rejection. 


' APPROVED AS : 

AMERICAN STANDARD 

BY TJE AMERICAN STANDARDS ASSOCIATION 
ASA NO*: A67.1-i942 


Standard Specifications for 
GYPSUM LATH' 



A.S.T.M. Designation: C 37 - 42 

Adopted, 1934; Revised, 1940, 1942.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C37; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover plain, 
perforated, and other mechanical key 
types of gypsum lath, which are designed 
to be used as a base for the reception 
of gypsum plaster. 

Composition 

2. G3T>sum lath shall consist of an 
incombustible core of gypsum with or 
without fiber, but not exceeding 15 per 
cent of fiber by weight, and surfaced with 
paper or other fibrous material firmly 
bonded to the core. 

Flexural Strength 

3. When tested, either face up or face 
down, in accordance with the Standard 
Methods of Testing Gypsum and G37P- 
sum Products (A.S.T.M, Designation: 
C 26) of the American Society for 

1 Under the standardization procedure of the Society, 
these specifications are under the Jurisdiction of the 
A.S.T.M, Committee C-11 on Gypsum. 

® Prior to their present adoption as standard, these 
specifications were published as tentative from t921 to 
1925, being revised in 1922 and 1925. They were adopted 
in 1925, revised 1930, but withdrawn and replaced in 1933 
by C 37 -31 T which was published as tentative from 1931 
to 1934. 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Testing Materials,^ specimens taken from 
the gypsum lath shall carry not less than 
the following loads without showing a 
breaking of the bond between the sur- 
facing and the core: 

Load, lb. 



Bearing Edges 

Bearing Edges 


Across Fiber 

Parallel to 

Thickness, 

of Surfacing 

Fiber of Sur- ' 

in. 


facing 

i.. 

....... 40 

16 


■... 52 

22 

1 

....... 60 . 

27 

1 

100 

40 


Sampling 

■ 4. At least 1 per cent of the number 
of gypsum, lath in a shipment, but not 
less than ten lath, shall be so selected as 
to be representative of the shipment. 
Twenty-five per cent of such selected lath 
■but not less than ten individual lath, , 
shall constitute a sample for purpose of 
tests. When a shipment consists of , more^ 
than one car or carrier load, a sample 
shall be taken from each car or carrier. 

Dimensions, Weights,' and Permissible 
Variations 

■ 5. {a) TUchmss^—Tlh.t nominal thick- 
ness of gypsum lath shall be | in., -A- in., 
■f in., or I in., with permissible: variations 
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in the nominal thickness of plus or minus 
^ in .5 and with permissible local varia- 
tions of plus or minus ^ in. from the 
nominal thickness. 

(b) Widik — The nominal width of 
gypsum lath shall be 16 in., 24 in., or 
32 in., with permissible variations of J 
in. under and^ | in. over ' the specified 
width. 

(c) Length — ^The nominal length of 
gypsum lath shall be 32 in., 36 in., or 48 
in., with permissible variations of | in. 
under and | in. over the specified length. 

(d) Weight . — ^The weight of gypsum 
lath per 1000 sq. ft. shall conform to the 
following requirements: 


Thickness, 

Weight per 1000 

sq. ft, lb. 

in. 

Minimum 

Maximum 

i 

.... 900 

1500 

A 

.... 1125 

1750 

i 

1350 

2000 

i 

.... 1800 

3000 


Finish 

6. {a) The surfaces of gypsum lath 
shall be such that they will readily re- 
ceive and retain gypsum plaster. The 
edges and ends shall be straight and 
solid. The corners shall be square with 
a permissible variation of J in. in the full 
width of the lath. Gypsum lath shall 
be free of cracks and imperfections 
that will render them unfit for use. 

(6) Gypsum lath that have their 
corners burred or broken shall be con- 
sidered acceptable provided that the 
broken portion is not more than 1 in. 
along either dimension. 


■ Note. — G ypsum lath is also available with 
one surCace ' covered with , aluminum or other „ 
heat-reflecting type of foil. 

Packing and Marking 

7. {a) Gypsum lath shall be shipped 
so as to be kept dry and free from 

moisture. 

Q>) When shipped for resale, the name 
of the manufacturer and the brands shall 
be legibly marked on each' lath ' 'or' 
package. 

Inspection 

8. Inspection may be made either at 
the point of shipment or at the point of 
delivery. The inspector representing 
the purchaser shall have free access to 
the carriers being loaded for shipment to 
the purchaser. He shall be afforded all 
reasonable facilities for inspection and 
sampling, which shall be so conducted as 
not to interfere unnecessarily with the 
loading of the carriers. 

Rejection 

9. Any rejection shall be based upon 
failure to conform to the requirements of 
these specifications and shall be reported 
to the seller within 10 working days 
from receipt of the shipment by the 
purchaser. The notice of rejection shall 
contain a specific statement of the re- 
spects in which the lath have failed to 
conform to the requirements of these 
specifications. 

Rehearing 

10. Claims for rehearing shall be valid 
only if made within 20 working days 
from the receipt of notice of specific 
cause for rejection. 



■ ' APPEOVED AS 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASANO.:A6S.M942 


Standard Specifications for 
GYPSUM SHEATHING BOARD* 



A.S.T.M, Designation: C 79 -42 

Adopted, 1934; Revised, 1942.=® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 79; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover gypsum 
sheathing board, which is designed to be 
used as a sheathing in buildings. 

Composition 

2. Gypsum sheathing board shall con- 
sist of an incombustible core of gypsum 
with or without fiber, but not exceeding 
15 per cent of fiber by weight, and sur- 
faced with paper or other fibrous ma- 
terial firmly bonded to the core. 

Flexural Strength 

3. When tested, either face up or face 
down, in accordance with the Standard 
Methods of Testing Gypsum and Gyp- 
sum Products (A.S.T.M. Designation: 
C 26) of the American Society for Test- 
ing Materials/ specimens taken from the 
g 3 psum sheathing boards shall carry not 
less than the following loads without 


i Under the standurdiaation procedure of the Society , 
these specifications are under the jurisdiction of the 
. A.SXM, Committee C41 on Gypsum, 

s Prior to adoption as standard, these specifications 
were published as tentative from 1930 to 1934, being re- 
vised m 1931. ^ 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


showing a breaking of the bond between 
the surfacing and the core: , 


Load, !b. 

Bearing Edges Bearing Edges 
Across Fiber Parallel to 
Thickness, of Surfacing Fiber of Sur- 

in. facing 

i.... . 110 . SO 


Sampling 

4. At least 1 per cent of ' the number 
of gypsum sheathing boards in a ship- 
ment, but not less than ten boards, shall 
be so selected as to be representative of 
the shipment. Twenty-five per cent of 
such selected boards, but not less than 
ten individual boards, shall constitute a 
sample for purpose of tests. .When a 
shipment consists of more than one car 
or carrier load, a sample shall be taken 
from each car or carrier. 

Dimensions, Weights, and Permissible 
Variations 

'5. (a) Thickness --The nominal thi^^ 
ness of gypsum ' sheathing board sh.all be 
in., with permissible .'variations, in 
the., nominal thickness, of .plus or minus 
■^in,, and with, permissible .local varia- 
tions of .plus or minus, in,,. from the 
..nominal thickness. . , : 
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(b) Widik—The nominal width of 
gypsum sheathing board shall be 24 in.,' 
with a permissible variation of plus or 
minus | in. from the specified width. 

(c) Lengtk - — The nominal length of 
gypsum sheathing board shall be either 
6 ft. 8 in. or 8 ft., with permissible varia- 
tions of plus or minus | in. from the 
specified length. 

(d) WeigM . — The weight of g 3 ^sum 
sheathing board per 1000 sq. ft. shall 
conform to the following requirements: 


TlikknesSj Weight per 1000 sq. ft-, Ib. 

IQ. Minimum Maximum 

1800 3000 


Finish 

6. The edges and ends of gypsum 
sheathing board shall be straight and 
solid. The corners shall be square with 
a permissible variation of | in. in the 
full width of the board. Gypsum sheath- 
ing board shall be free of cracks and 
imperfections that will render them unfit 
for use. 

Note. — Gypsum sheathing board is a va liable 
either with square edges or V- tongue and 
groove edges. 

Packing and Marking 

7. (a) Gypsum sheathing board shall 
be shipped so as to be kept dry and free 
from moisture. 

(b) When shipped for resale, the name 


of the manufacturer and the brand shall 
be legibly marked on each board or 
package. 

Inspection 

8. Inspection may be made either at 
the point of shipment or at the point of 
delivery. The inspector ; representing 
the purchaser shall have free access to 
the carriers being loaded for shipment to 
the purchaser. He shall be afforded all 
reasonable facilities for inspection and 
sampling, which shall be so conducted 
as not to interfere unnecessarily with 
the loading of the carriers. 

Rejection 

9. Any rejection shall be based upon 
failure to conform to the requirements of 
these specifications and shall be reported 
to the seller within 10 working days from 
the receipt of the shipment by the 
purchaser. The notice of rejection shall 
contain a specific statement of the re- 
spects in which the boards have failed to 
conform to the requirements of these 
specifications. 

Rehearing 

10. Claims for rehearing shall be valid 
only if made within 20 working days 
from the receipt of notice of specific 
cause for rejection. 


Standard Specifications fior 
GYPSUM PARTITION TILE OR BLOCK^ 



A.S.T.M. Designation; C52--41 
Adopted, 1925; Revised, 1927, 1933, 1941.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 52; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover g 5 ^sum 
partition tile or block, a gypsum build- 
ing unit in form of tile or block for use 
in non-load-bearing construction in the 
interior of buildings and for the pro- 
tection of columns, elevator shafts, 
etc., against fire. 

Note 1. — The words ^‘tile” and “block^’ are 
synonymous and are used so as to be in accord 
with certain freight association nomenclature. 

Note 2.'~'Gypsum cored tile, 3 or 4 in. in 
thickness, may be split and used for furring 
purposes. 

Composition 

2. Gypsum tile shall consist of set 
gypsum with or, without aggregates. 
The weight of combustible materials 
shall not exceed 15 per cent of the weight 
of the. dry tile. 

Compressive Strength 

3. (a) When tested in accordance 
with the Standard Methods of Testing 
Gypsum and Gypsum Products 
(A.S.T.M. Designation: C .26) - of the 

1 Uiider the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-11 on Gypsum. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1923 to 192S, beinar revised 
in .,.1924 and 1925.. ■ 


American Society for Testing Materials/^ 
the compressive strength of gypsum 
tile shall be not less than 75 psi., based 
on gross area, 

(6) When completely saturated, the 
compressive strength shall be not less 
than one third of the strength required 
for such tile when dried to constant 
weight. 

Sampling 

4. At least 1 per cent of the number 
of gypsum tile in a shipment, but in no 
case less than ten tile, shall be so 
selected as to be representative of the 
shipment. Twenty-five per cent of 
such selected tile, but in no case less 
than ten tile, shall constitute a sample 
for purpose of tests. In case a shipment 
consists of more than one car or carrier 
load, a sample shall be selected from 
each car or carrier. Samples for test 
shall be selected at the place of manu- 
facture or at the point of delivery, as 
specified in the order. 

Form 

. 5; Gypsum tile may be, solid or' cored 
and, shall be rectangular in shape with 

® Appears in thisjpublication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book.. 
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straiglit and square edges and ■ true 
surfaces. They may also be of special 
sliapCj provided the requirements as 
otherwise prescribed in these specifica- 
tions are met. They shall be free from 
cracks and other imperfections that 
would render them unfit for . use and 
shall be dried before shipment. 

Core Spaces 

6. (a) The core spaces shall be sym- 
metrically spaced. 

0) Shell Thickness , — Shell thickness 
shall be not less than the following: 

Side and Edge Shell Thicknesses, in. 

Elliptical or 

Thickness Circular Rectangular 

of Tile, in. Cores Cores, 


The sum of the thicknesses of the 
two side (face) shells plus the thickness 
of the center vertical web of 6-in. tile 
shall be not less than 2 in. for tile having 
circular cores and not less than 2f in. 
for tile having elliptical or rectangular 
cores. 

Dimensions 

7. (a) Gypsum tile may be of any 
convenient length and height, but in 
general they shall not exceed 30 in. in 
length and 12 in. in height. The 
thickness shall be uniform throughout 
and within the limits specified in 
Paragraph (6). 

(5) Thickness , — Gypsum tile shall 
conform to the specified thicknesses 
within the following permissible vari- 
ations: 


Nominal Size of Tile 

Minimum 

Thickness, 

Maximum 

Thickness, 

or Block, in. 

in. 

in. 

(Furring) 

... If 

If 

2 (Furring) ..... 

... u 

2| 

2 

... 2 

2i 

■.3' ............... 

... 2| 

3i 

4 ............... 

... 3 i 

4i 

,5 

... 4f 

Si 


{c) Measuremenl of . . Dimensions,—: 
Over-all dimensions shall be measured 
between opposite faces' of the tile,: 
the greatest measurement observed being 
taken as the dimension. 

Sectional dimensions of cored tile 
shall be taken 1 in. in from the ends of 
the tile, the least measurement observed 
being taken as the dimension. 

Shell dimensions shall be measured 
from the surface of the core space to 
the normal surface of the tile inside 
the scoring. 

(d) Fermissible V ariations in Dimen- 
sions , — A variation of J in. in the nom- 
inal height and | in. in the nominal 
length of the tile is permissible. 

Scoring 

8. When the surfaces of the tile are 
scored, the scoring shall not reduce 
materially the thickness of the shell. 
Surfaces of the tile shall be such that 
they afford a suitable bond with plaster. 

Marking 

9. When gypsum tile are shipped for 
resale, the manufacturer's ^^Brand” name 
shall be shown upon each tile. 

Inspection 

10. Inspection may be made either 
at the place of manufacture or at the 
point of delivery. The inspector rep- 
resenting the purchaser shall have free 
access to the carriers being loaded for 
shipment to the purchaser. He shall 
be afforded all reasonable facilities 
for inspection and sampling, which 
shall be so conducted as not to interfere 
unnecessarily with the loading of the 
carriers. 

Rejection 

11. Any rejection shall be based upon 
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failure to conform to the requirements 
of ' these specifications^ ' and shall ' be 
reported within 10 working days from 
the xeceipt ' of the ' shipment by the 
purchaser. ■ The notice of rejection shall 
contain a specific statement of the 
respects in which the tile have failed 


to meet the requirements of^ these 
specifications. 

Rehearing 

12. Claims for rehearing shall be valid 
only if made within 20 working days 
from receipt of notice of specific cause 
for rejection. 



APPROfEB. AS 
AMERICAJSr STANBARB 

ay THE AMERICAN .STAHBARBS ASSOCIATION 
ASA NO,: A70.1-1942 ■ 


Standard Methods of 
TESTING GYPSUM AND GYPSUM PRODUCTS* 



A.S.T.M, Designation: C 26 -42 
Adopted, 1923; Revised, 1927, 1930, 1933, 1939, 1940, 1942.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 26; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods cover procedures 
for the chemical analysis and physical 
testing of gypsum and g3^psnm products. 

Free Water 

2. [a) Weigh a sample of not less 
than 1 lb. of the material as received and 
spread it out in a thin layer in a suitable 
vessel. Place in an oven and dry at 
113 F. (45 C.) for 2 hr., then cool in an 
atmosphere free from moisture, and 
weigh again. The loss of weight corre- 
sponds to the free water, and shall be 
calculated as a percentage of the sample 
as received. 

(S) Retain the dried sample in an air- 
tight container until used for the fineness 
test (Section 3). 

Fineness 

3. Determine fineness by sieving a 
known weight of the dried sample 
through sieves of the specified sizes 
(Note). The size of the sample to be 

s Under the standardization procedure of the Society, 
these .methods are under the jurisdiction of the A.S.T.M. 
Committee C-11 on Gypsum. ' , , 

2 Prior to adoption as standard, these methods were 
published as tentative from 1919 to 1923, being revised in 
1920, 1921, and 1923. 


used in determining fineness depends 
upon the particle size of the material. 
If the material will pass a |-m. sieve, ^ 
a 100-g. sample will be sufficient; if the 
largest particles are more than 1 in. in 
diameter, use at least a 1000-g. sample. 
With these limitations the size of sample 
to be used is left to the discretion of the 
operator. Shake the sample through 
each sieve with as little abrasion as 
possible. Weigh the amount of material 
retained on each sieve and calculate the 
fineness expressed as a percentage of the 
weight of the original sample. 

Note. — The sizes of the sieves to be used 
are given in the specifications of the American 
Society for Testing Materials covering the 
particular product in question, 

CHEMICAL ANALYSIS 
Preparation of Sample 
4. Weigh a sample of not less than 
1 lb. of the material as received and 
spread it out in a thin layer in a suitable 
vessel. Place in an oven and dry at 
113 F. (45 C.) for 2 hr., then cool in an 

» Detailed requiremeots for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
( A. S.T.M. Designation: E 11), whicb appears in this pub^ 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 
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A ‘^tentative revision^^ of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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atmosphere free from moisture. . Reduce 
the sample to pass a No. 60 (250-micron) 
sieve,® using extreme care not to expose 
unduly the material to moisture or to 
overheating. Thoroughly remix the 
ground sample, and store it in an air- 
tight container until used. 

Complete Procedure. 

Combined Water ■■ 

5. Place 1 g. of the sample in a cov- 
ered crucible and dry to constant weight 
at 420 to 445 F. (215 to 230 C.). Calcu- 
late the loss of weight to percentage of 
sample as received, and report as com- 
bined water,'’ 

Carbon Dioxide , ■ ' ■ 

6. Place the residue, obtained after 
drying as described in Section 5, in a 
suitable flask and dissolve it in diluted 
HCl (not stronger than 1:4) in such a 
way that the gas evolved, after being 
freed from water vapor by calcium chlo- 
ride or sulfuric acid, can be collected in 
either soda-lime or caustic potash and 
weighed. Boil the solution for 1 min., 
and pass a current of C02-freeair through 
the apparatus for 30 min. The increase 
of weight of the soda-lime or caustic 
potash corresponds to the weight of 
carbon dioxide. Calculate the CO2 to 
percentage of sample as received. 

Silicon Dioxide and Insoluble ^-Matter 

7. Place 0,5 g. of the sample in a 
porcelain casserole. Add about 25 ml. 
of HCl (1:5), and evaporate to apparent 
dryness on a hot plate. Cool, and add 
enough HCl (sp. gr. 1.19) to wet thor- 
oughly. Add about 10 ml. of water, 
boil, filter, and wash. Put the filtrate 
back in the same casserole. Evaporate 
it to dryness and heat to about 250 F. 
(120 C.) for 1 hr. and then cool. Add 
enough HCl (sp. gr. 1.19) to wet thor- 
oughly. Add about 25 ml. of water, 


boil, filter, and wash. Transfer the two 
papers containing the two precipitates 
to the same crucible, ignite, and weigh. 
Calculate the Si02 and insoluble matter' 
to percentage of sample as received. 

Iron and Aluminuin Oxides 

8, To the filtrate obtained as described 
in Section 7, add a few drops of HNO3, 
and boil to insure oxidation of the iron. 
'Add 2 g. of NH4CI previously dissolved 
in water. Make alkaline with NH4OH. 
Digest hot for a few minutes until the 
precipitate coagulates. Filter, wash, ig- 
nite the precipitate, and weigh as FeaOa 
+ AI2O3. Calculate the iron and alumi- 
num oxides to percentage of sample as 
received. This precipitate may be fur- 
ther treated to separate the two oxides, 
but this is generally unnecessary. 

Lime’ 

9. {a) To the filtrate obtained as 
described in Section 8, add 5 g. of 
(NH4)2C204 dissolved in water. Digest 
hot for 30 min., making sure that the 
solution is always alkaline with NH4OH. 
Filter, wash, and ignite to constant 
weight in a platinum crucible over a 
strong blast. Calculate the CaO to per- 
centage of sample as received. 

(6) AUermtwe Method.— To the fil- 
trate obtained as described in Section 8, 
add 5 g. of (NH4)2C204 dissolved in 
water. Digest hot for 30 min,, making 
sure that the solution is always alkaline 
with' NH4OH. Filter ’ and wash. 
Transfer the precipitate to a beaker, 
and wash the filter paper with hot diluted 
H2SO4, catching the washings in the 
same beaker. Heat gently to complete 
solution, adding more H2SO4 if neces- 
sary. . While still warm, titrate with a, 

■ solution of KMnOi containing. 5. 6339 g. 
per liter,, .until ;the. pi.nk,' .color is perma- 

■ nent. The ’.number of ^ milliliters . ’of 
KMBO4 ' used gives directly the per- 
centage of lime in the dried sample. 
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Recalculate tlie CaO to percentage of 
sample: as received. 

Magnesium Oxide . 

10. To the filtrate obtained as .de- 
scribed: in Section 9 (£i) or (b)f add 
enough water to give a total volume of 
about 600 ml. Cool, and add 10 ml. 
of NH4OH and Sg. NaNH 4 HP 04 dis- 
solved in water. Stir until precipitate 
begins to form. Let stand over night. 
Filter, wash with NH 4 NO 3 (2.5 per 
cent). Ignite and weigh. Multiply this 
weight by 0.36207 to find the weight of 
MgO. Calculate the MgO to per- 
centage of sample as received. 

Sulfur Trioxide 

11. Dissolve 0.5 g. of the sample in 
50 ml of HCl (1:5). Boil. Add 100 
ml. of boiling water, and continue boiling 
for 5 min. Filter immediately and 
wash thoroughly with hot water. Boil, 
and while boiling, add slowly 20 ml. of 
a boiling solution of BaClo (10 per cent). 
Digest hot for 1 hr., or until the precipi- 
tate settles. Filter and wash. Dry 
carefully. Ignite over a bunsen burner 
at the lowest heat possible until the 
filter paper is burned off. Ignite at 
bright red heat for 15 min., and weigh. 
Multiply this weight by 0.34297 to 
determine the weight of SO3. Calculate 
the SO3 to percentage of sample as 
received. 

Sodium Chloride 

12. Dissolve 1 g. of the sample, in 
boiling water, filter, and wash with 250 
ml. of boiling water. Add two or three 
drops of K 2 Cr 04 to the filtrate and 
titrate with AgNOs (0.05 A). One 
milliliter of AgNOs is equiv-alent to 
0,002923 g. of sodium chloride. Calcu- 
late the NaCl to percentage of sample 
as received. 


Report 

13. .Report the results obta.ined. in the, 

analysis as follows : 

Per cent : 

Free water ....... 

Combined water ............ 

Carbon dioxide, CO 2 ........... 

Silicon dioxide ($ 102 ) and insoluble 

matter,... ............ 

Iron and aluminum oxides, FeaOg 

F-AbOg 

Lime, CaO .......... 

Magnesium oxide, MgO ........... 

Sulfur trioxide, SO 3 ........ 

Sodium chloride, NaCl 

Total 100. 00± 

Note L— Since it is frequently advisable to 
recalculate the results obtained in the chemical 
analysis in order that they may be more en- 
lightening, the following is submitted for 
consideration: 

(а) Multiply percentage of MgO by 2.0912 
to find percentage of MgCOg. 

(б) Multiply the percentage of MgO by 
1.0914 to find the percentage of CO 2 as MgCOg. 

(c) Deduct CO 2 as MgCOg from the CO® 
determined. 

(d) Multiply the CO 2 remaining by 2.2742 
to find percentage of CaCOg. 

{e) Add together the percentage of SiOa, 
FegOg-hAlgOg, MgCOg, and CaCOg, and report 
in the aggregate. 

(/) Multiply the percentage of CaCOg by 
0.56031 to find the percentage of CaO as CaCOg. 

(g) Frona the total percentage of CaO, deduct 
the percentage of CaO as CaCOg. The re- 
mainder may be called “available CaO.” 

(A) The “available CaO” should bear to the 
SO 3 a ratio of 0.6991 to 1. Determine which 
(if either) is in excess. 

(i) If the CaO is in excess, multiply the SO® 
by 0.6991, and subtract the result from the 
“available CaO.” The remainder is reported 
as “excess CaO.” 

(j) If the SO 3 is in excess, multiply the 
“available CaO” by 1.4304 and subtract the 
result from the SOg. The remainder is reported 
as “excess SOg.” 

(k) Add together the “available CaO,” and 
the SOg, and subtract the “excess CaO” or 
“excess SOg.” The remainder is CaS 04 . 

(/) If the CaS 04 is present as CaS 04 *JH 20 , 
the percentage of CaS 04 should bear to the 
percentage of combined water a ratio of 15.12 
to 1. Determine which (if either) is in excess. 

(m) If the CaS 04 is in excess, some of it is 
present in the anhydrous form. Multiply the 
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percentage of combined water by 15. 12’ to j5nd- 
the percentage of CaSOi as GaS 04 *|H 20 , The 
difference ' between the total CaSOi and the 
percentage of ■ CaSOi as GaS04-iH20, is the 
CaSG 4 in the anhydrous form. 

(«) If the w’ater is in excess, some of the 
CaSOi is present as gypsum. Let x = per- 
centage of CaSOi -IHaO, and y ~ percentage of 
CaS 04 - 2 H 2 G. 

Then: 

X + y 5= percentage of CaSOi (as found in k) 
+ percentage of water. 

0.062065»; + 0.2093y = percentage of com- 
bined water. 

Solve these equations for a; and y. Report x 
as percentage of “calcined g)rpsum,” CaSOi* 
IH 2 O. Report y as percentage of gypsum, 
CaS04’2H20. 

Note 2. — Having made the calculations listed 
in Note 1, the results may be reported as follo'ws: 

Per cent 

Gypsum, CaSOi • 2H2O 

Calcined gypsum, CaSOi * PhO 

Anhydrite, CaSOi 

Excess CaO] 


Excess SO 3 ) 

Sodium chloride, NaCI 

Other ingredients ............ 

Total........ 100.00d= " 

Note 3. — The presence of the different forms 
of CaSOi may be corroborated by a microscopic 
examination. 

Alternative Procedure eor Calcium 
,Suleate' by Ammonium Acetate 
Method^ 

Nature of Test 

14. This procedure is intended for 
determining calcium sulfate in gyp- 
sum and gypsum products by extraction 
with ammonium acetate solution, and 
may be used as an alternative method to 
the complete procedure described in 
Sections 2 to 13. 

Reagents 

15. (a) Ammonium Acetate Solution, — 
Dissolve 454 g. of c.p. ammonium 
acetate in 2 liters of water. Add sufh- 
cient NH4OH to make the solution 

^This procedure was prepared by L. S, Wells and 
W. F. Clarke, National Bureau of Standards, and modified 
by B. E. Kester, United States Gypsum Co. 


distinctly ammoniacal, using plienol- 
phthalein as the. indicator. 

(b) Ammonium Hydroxide Wash So- 
lution, 100 nil, of NHiOH (sp, 
gr. 0.90) to 1 liter. 

(c) Filter .4 fri.— Analytical ■ grade 
diatomaceous silica. 

Procedure Using Gooch ' Crucible . 

16. (a) Weigh rapidly approximately 
4 g. (Note l),of the Avell-mixed sample 
and transfer to a 600-mL beaker. 

Note 1. — ^All w^eighings shall be made to 
0.001 g., except that weights of crucibles and of 
their contents shall be determined to 0.0001 g. 

(b) Without delay, weigh 1 g. of the 
well-mixed sample in a tared weighing 
bottle having a ground-glass stopper. 
Dry the sample and weighing bottle to 
constant weight at 45 C. (Note 2), 
and calculate the percentage loss in 
weight at 45 C. (largely uncombined 
water) as follows: 

Loss in weight A — B 

at; 45 C., per cent *» - ■»; X 100 

t-" . 

where: 

A = original weight of sample and 
weighing bottle, 

B = weight of sample and weighing 
bottle dried to constant weight 
at 45 C., and ■, 

C = original w^'clght of sample. , • 

Calculate the weight of the 4~g. sample 
(Paragraph (a)) corrected for loss on 
heating to constant weight at 45 G. 

If the percentage by weight of com- 
bined water held by the calcium sulfate 
is desired, heat the sample and weighing 
bottle to constant weight at 220 C. (Note 
2), and calculate the percentage of 
combined water as follows: 

B - D 

Combined water, f>er cent « _ X 100 

B . E ■ 
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where: 

B == weight of sample and weighing 
' bottle dried to constant weight 
at 45 C.j 

D = .weight of sample, and weighing 
bottle dried to constant weight 
at 220 , C.j and 

, E: = weight of weighing bottle. 

Note 2 , — Stopper weigMng bottles immedi- 
ately upon removal from the oven in order to 
prevent absorption of moisture from the air 
upon cooling. 

(c) To the contents of the 600-mL 
beaker (Paragraph (a)), add 350 ml. of 
the ammonium acetate solution, and stir 
the mixture thoroughly so as to loosen 
all of the solid matter from the bottom 
of the beaker. Add 0.2000 g. of redried 
diatomaceous silica to the mixture, heat 
the beaker and contents to 70 C. on a 
steam bath, and maintain at that tem- 
perature for 30 min., while stirring 
frequently. During the heating, keep 
the solvent ammoniacal by additions of 
NH4OH and phenolphthalein, if indi- 
cated. (Meanwhile, heat a supply of 
the ammonium acetate solution to 70 C., 
keeping it also distinctly ammoniacal) 
Filter the mixture, with suction, through 
a tared Gooch crucible, stirring fre- 
quently during filtration to keep the 
diatomaceous earth suspended in the 
liquid. Wash the Gooch crucible con- 
taining the residue with five lO-ml. 
portions of the warm acetate solution, 
draining thoroughly after each washing. 
Wash in the same manner with eight 
10-mL portions of the NH4OH wash 
solution. Care shall be exercised to 
wash the upper walls of the Gooch 
crucible. Drain the crucible dry with 
suction, place in an oven at 70 C., and 
dry to constant weight (Note 3). Allow 
the crucible to cool in a desiccator before 
weighing. 


Note 3. — Avoid overiieating m; all oven dry- 
ing of ammonium acetate residues; that is, place 
crucibles well away from the heating elements. 
This is of particular importance for samples 
high in impurities, as these impurities often have 
water of hydration that is lost on local over- 
heating. 

(d) Calculate the percentage of 
CaS 04 'XH 20 on the basis of the sample 
dried to constant weight at 45 C., as 
follows: 

CaS 04 -XHiO, per cent = ^ ^ ^ X 100 

F 

where: 

F = weight of sample, corrected for loss 
on heating to constant weight at 
45 C., 

G = weight of dried crucible and con- 
tents, and 

H = weight of crucible plus diatomace- 
ous silica used as filter aid. 

Procedure Using Tared Filter Papers® 

17. (a) Dry a quarter-folded, il-cm., 
quantitative filter paper overnight at 
70 C. in a wide-form, glass-stoppered, 
30 by 60-mm. weighing bottle. After 
drying, cool the weighing bottle and 
paper in a desiccator, and weigh, 

(b) Treat the sample exactly as de- 
scribed in Section 16 prior to the filtra- 
tion. Filter the mixture by gravity 
through an ordinary 7-cm. glass funnel, 
stirring frequently during filtration to 
keep the diatomaceous silica suspended 
in the liquid. Wash the filter paper and 
residue with five 10-mL portions of 
warm acetate solution, draining thor- 
oughly after each washing. Wash in 
the same manner with eight 10-mL 
portions of the NH4OH wash solution. 
After final draining replace the paper and 
residue in the weighing bottle, and dry 
at 70 C. to constant weight (see Note 


^This procedure is suggested where several samples 
are to be analyzed at once. It has been found that gravity 
filtration on six samples will proceed as rapidly as it is 
possible to handle them. 
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3 ' under Section 16' (c))* Cool the 
weighing bottle, paper, and residue in a 
freshly prepared desiccator before weigh- 
ing; this is essential, due to the hygro- 
scopic character of paper. 

(c) Calculate the percentage of 
GaS 04 ;XH 20 as described in Section 
16 ({i!), substituting the weight of the 
weighing bottle and filter paper for the 
weight of the crucible. 

PHYSICAL TESTS 
Precautions for Physical Tests 

18. Gypsum products are peculiar in 
that their properties are very greatly 
affected by the small amounts of im- 
purities which may be introduced by 
careless laboratory manipulation. In 
order to obtain concordant results, it is 
therefore absolutely essential to observe 
the following precautions: 

(а) All apparatus shall be kept thor- 
oughly clean. Especially shall all traces 
of set plaster be removed. 

(б) Distilled water, free from chlo- 
rides and sulfates, shall be used ex- 
clusively. 

(c) Standard sand shall be used ex- 
clusively consisting of a natural silica 
sand from Ottawa, III It shall be 
prepared for use by washing once with 
HCl (li4) and four times with distilled 
water, and then drying. 

NO'Hmal Consistency of Gypsum 
'■ Plaster 

Note. — An accurate method for determining 
normal consistency is the most important step 
in the standardizing of physical methods for 
testing cementitious materials. 

Apparatus^ 

19. (a) Modified Vicat Apparatus,— 
The modified Vicat apparatus (Fig. 1) 
shall consist of a bracket, A, bearing a 
movable brass rod, 6.3 mm. in 
diameter and of suitable length to fit 
the Vicat bracket. On the lower end 
of the rod shall be attached a plunger, C, 


19.0 mm. ill diameter and 44.4 mm. in 
length , made of aluminum tubing. The 
total weight of ' the rod with plunger 
shall be 50 g. 'This total weight may 



be increased by means of a weight, D, 
screwed into the rod. The rod can be 
held in any desired position by a screw 
E, .The rod shall have a mark midway 
between the ends which moves under a 
scale, F, graduated in millimeters,' at- 
tached to the bracket, A . 

(b) Mold,— The conical ring mold 
shali be made of a noncorroding, non- 
absorbent material, and: shall have an 
inside diameter of 7 cm, at, the base and 
6 cm. at the top and a height of 4 cm. 

(c) Base Plate,— The base plate for 
supporting the ring mold shall be of 
plate glass and 'about .10 cm. .square. 
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Procedure ) 

20. ' (a). The plunger, mold, and base 
plate of , the , modified - , Vicat apparatus 
shall , be cleaned. A thin coat of vase- 
line or other, suitable lubricant shall be 
applied to, the upper surface, of the base 
plate, in ' order to prevent leaks during 
the test. , , 

(b) A 200-g. : sample shall ' be sifted 
into a known volume of water to which 
has been previously added 0.2 g. of com-' 
mercial retarder. After allowing the 
sample to soak for 2 min. the mixture 
shall be stirred for 1 min. to an even 
fluidit}^ This sample' shall then be 
poured into the ring mold, worked 
slightly to remove air bubbles and then 
struck off flush with, the top of the mold. 
The plunger of the modified Vicat appa- 
ratus shall then be wet and lowered to 
the surface of the sample at approxi- 
mately the center of the mold. The 
scale shall be read and the plunger 
released immediately. After the rod 
has settled, the scale shall be read 
again. Readings are reproducible on a 
retarded mix, and therefore, in order 
to eliminate error, two or three deter- 
minations should be made on each mix, 
care being taken to have the mold com- 
pletely filled and the plunger clean and 
wet. 

Normal Consistency ■ 

21. (a) Normal Consistency, Calcined 
G 3 ^^^ 2 W^.--”Calcined gypsum shall be 
considered of normal consistency when 
a penetration of 30 it 2 mm. is obtained 
when tested in accordance with Section 
20, weight of rod and plunger for this 
determination to be 50 g. Normal con- 
sistency shall be expressed as the num- 
ber of mill inters of water required to 
.be added. to 100 ,g. of the gypsum,. , 

(5) Normal Consistency, Gypsum 
Mixtures , — Sanded gypsum mixtures 
and gypsum wood-fiber plaster shall be 


considered of normal consistency "when 
a penetration of 20 =t 3 mm. is obtained 
when tested in accordanee with Section 
20, weight of rod and plunger for these 
determinations to be 150 g. Normal 
consistency shall be expressed as the 
number of milliliters of water required 
to be added to 100 g. of the mixture. 

Water-Cahrying Capacity ; 
Water-Carrying Capacity 

22. The water-carrying capacity is 
the amount of water, calculated as per- 
centage by weight of the dry material, 
that is necessary to bring the mixture 
to normal consistency. 

Dry Bulk 

Procedure 

23. Dry bulk is the volume in cubic 
centimeters occupied by 100 g. of dry 
material.® A No. 10 (2000-micron) 
sieve^ shall be placed above a No. 20 
(840-micron) sieve^ and the two sieves 
held at a height of 12 in. (30 cm.) above 
a perpendicular-sided receptacle of 
known volume (about 400 cu. cm.). 
The material under test shall be placed 
on top of the No. 10 sieve and passed 
through the No. 10 and No. 20 sieves, 
filling the receptacle. The material 
shall be struck off flush with the top of 
the receptacle and the net weight ob- 
tained of the contents in grams. The 
average result of three tests shall be 
obtained according to this method and 
reported in cubic centimeters per 100 g. 

■ Wet Bulk 

Wet Bulk 

24. Wet bulk is the volume in cubic 
centimeters occupied by a mixture of 


* Dry bulk is expressed as the volume in cubic centi- 
meters occupied by LOO g. of dry material instead of 
“grams per KX) cu, cm.,*’ since bulk is understood to mean 
volume per unit weight rather tham weight per unit 
volume. ■ ■ 
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100 g, of dry material Diixed with- water 
to normal consistency. , 

Time OP Setting ' 

Apparatus 

25, {a) Vicat A p par aims, —"The Vicat 
apparatus (Fig. 2) shall consist -of a 


cm. square. The ring shall be made of 
a noncorroding, nonabsorbent material 
and shall have an inside diameter of 
7: cm. at the base, 6 cm. at the top, and 
a height of 4 cm. 

(b) In addition to the above, the Vicat 



■frame , d bearing a movable rod B, - 
Weighing 300 g., one end C, the plunger 
end, being 1 cm. in diameter for a dis- 
tance of at least 5 cm., the other end 
having a removable needle D, 1 mm. in 
diameter and S cm. in length. The rod 
B shall be reversible, and can be held 
in any desired position by a screw JS, and 
shall have an adjustable indicator F 
which' moves over a scale (graduated in 
millimeters) attached to the frame A, 
The paste is held in a rigid conical ring 
GV resting on a glass plate H about 10 


apparatus shall conform to the following 
requirements: 

Weight of 

plunger.... 300 sfc 0.5 g. (0.6(51 lb. ±: 8 grains) 
Diameter of 
larger end 

of plunger. 1 :t: 0.005 cm. (0.3M 0.002 in.) 

Diameter of 

needle 1 ds 0.05 mm. (0.039 dh 0.002 in.) 

Inside diam- 
eter of 
ring at ' 

bottom — . 7 ds 0.3,cm. (2.?S ± 0.12 in.) 

Inside' diam- 
eter.of 
ring at ' 

top....,...,., 6± 0.3 cm. (2,36 ± 0.12 in.),. .. 
Height of ring,^ 4 ,± (3.1 cm.. (1.57 ± 0.04 in.) , 
Graduated 

scale... . .The graduated scale., when compared .with 
a standard scale accurate to within O.l 
mm. at all points, shall not show a devi- 
. .tion at .any point greater than 0.25 .nun. 
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Procedure , 

26/'(a).' i4i/ 'Ca/c/jzei Gypsum Prod- 
ucts^ Except Gypsum Neat Plaster. — A 
200-g. , sample, (Note) shall be mixed 
with enough water to make a paste of 
normal consistency as described in Sec- 
tions 19 ;to 21; The paste shall be 
placed in the conical ring and, after com- 
pletely ffling the ring, the paste shall be 
tested for final set wdth a Vicat needle. 
When conducting the test, the needle 
shall be allowed to sink into the paste at 
frequent intervals. After' each pene- 
tration, the needle shall be wiped clean, 
and the paste moved slightly so that 
the needle will not strike the same place 
twnce. The frequency of the penetra- 
tion will depend upon the character of 
the material. If the sample is not re- 
tarded, it shall be tested every 2 min. 
until nearly set, and then every 1 min. 
If the sample is retarded, it shall be 
tested at such intervals as are necessary 
to determine whether it complies with 
the requirements for time of setting for 
the product Tested. Set shall be con- 
sidered complete when the needle no 
longer penetrates to the bottom of the 
paste. The elapsed time in minutes from 
the time when the sample was first added 
to the water to the time when set is com- 
plete shall be recorded as the time of 
setting of the sample. 

Note.— W hen the material to be tested is 
g 3 rpsum ready-mixed sanded plaster, a 300-g. 
sample shall be mixed to normal consistency for 
sanded gypsum mixture. 

(5) Gypsum Neat Plaster. — Gyp- 
sum neat piaster shall be tested for time 
of setting as mixed with three parts by 
weight of standard sand that has been 
washed and dried in accordance with 
the procedure described in Section 18 
(c). A 100-g. sample of the gypsum 
neat plaster and 300 g. of the standard 
sand shall be mixed dry, and then suffi- 


cient, water added to produce a mixture 
■ of normal consistency for sanded gypsum 
mixtures as described in Section 21 (o). 
The mortar shall be placed in the conical 
rings and tested for time of setting as 
described in Paragraph (a). Until set, 
the test specimens shall be stored in a 
cabinet at a temperature of not less 
than 68 F. (20 C.) nor more than 72 F, 
(22.2 C.) in an atmosphere having a 
relative humidity of not less than 85 nor 
more than 100 per cent. The speci- 
mens shall not be tested with the Vicat 
needle until they show evidence of 
stiffening or setting. Excessive pene- 
tration of the mix with the needle tends 
to accelerate the setting time. For 
plaster setting in less than S hr. the 
setting time shall be determined to the 
nearest 15-min. interval, and for plaster 
setting in more than 5 hr., to the nearest 
30-min. interval. 

Tensile Strength 

Apparatus 

27. (a) Molds.—The molds for mak- 
ing test specimens shall be made of 
noncorroding material and shall have 
sufficient material in the sides to prevent 
spreading during molding. The dimen- 
sions of the briquet molds shall conform 
to the following requirements: width of 
mold, between inside faces, at waist line 
of briquet, 1 in. with permissible varia- 
tions of plus or minus 0.01 in. for old 
molds and plus or minus 0.005 in. for 
new molds; thickness of new mold, 
measured at point of greatest thickness 
on either side of mold at waist line, 1 in. 
with permissible variations of plus 
0.004 in, and minus 0.002 in. 

(b) Testing Machine . — Any form of 
universal testing machine suitable for 
making tension tests may be used. 

Test Specimen 

28. (a) All Calcined Gypsum Prod- 
ucts Except Gypsum Neat Plaster . — A 
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:500-g; sample (Note) shall be mked to 
normal consistency in accordance with 
Sections 19 to 21 and cast in a briquet 
mold of the shape and size shown in 
Fig. 3. Before being filled, the molds 
shall be oiled with a thin film of mineral 
oil. The briquet specimens shall not 
be cast successively, but instead, the 
containing vessel shall be moved back 
and forth over the molds while pouring 
continuously. The briquets shall be 
worked slightly with the point of the 



Fig. S.—Briquet Specimen for Tensile Strength 
Test. 


trowel to remove air bubbles and leveled 
off flush with the top of the mold. The 
briquet shall be retained not less than 
24 hr. in the mold in moist air until 
thoroughly hardened. The specimens 
shall then be removed from the mold 
and dried at not less than 70 F. (21.1 
C.) nor more than 100 F. (37.8 C.) in an 
atmosphere having a relative humidity 
of not more than SO per cent The 
specimen shall be weighed at 1-day in- 
tervals until the weight has become con- 
stant to within 0.1 per cent 


Note.— When the material to be tested is 
gypsum ready-mixed sanded plaster, a sample of 
not less than 750 g. shall be used and mixed to 
normal consistency for sanded gypsum mixture. 

(b) Gypsum Neai Plaster — Gypsum 

neat plaster, both fibered and unfibered, 
shall 'be tested for tensile strength as 
mixed with two parts of standard sand; 
fibered plaster shall, be sieved through a' 
No. 6 (3360-micron) sieve to remove the 
major portion of the long fibers present. 
A 2S0-g. sample of the gypsum neat 
plaster and 500 g. of standard sand 
shall be mixed dry, and then sufficient 
water added to produce a mixture of 
normal consistency in accordance with 
Section 21 (A). The mortar shall be 
cast into the molds as described in Para- 
graph (a), except that the molds shall 
be so filled as to allow a slight excess of 
the mortar to extend above the top of 
the molds. After the niortar has set, 
the excess mortar shall be screeded from 
the top of the molds with a broad knife 
or similar implement. The mortar bri- 
quet specimens shall be* dried as de- 
scribed in Paragraph (a). 

Procedure 

29, As soon as the briquet specimens 
have been dried (Section 28) their ten- 
sile strengths shall be determined. ■ 

Report 

■. 30. The average tensile strength shall 
be reported as the tensile .strength of 
the material, except that if the strengths 
of one or two of the briquets vary more 
than 15 per cent from the average of the 
five, they shall be discarded and the 
tensile strength shall be reported as the 
average of the remaining specimens. 
•In case the tensile strengths of three or 
more briquet specimens vary more than 
15 per cent from the average,, the results 
shall be discarded and the test repeated. 
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CoMPEESsiVE Strength 
Test Specimens ■ ■ 

. 31, A 1500-g. , sample shall be mixed 
to normal consistency as described in 
Sections 19 to 21,^ and cast into five 2-m. 
split-cube molds set plumb upon metal 
or. glass plates. The cubes shall not be 
cast successively, but instead, the con- 
taining vessel shall be moved back and 
forth over the molds while pouring con- 
tinuously. The cubes shall .be mmrked- 
slightly with the point of the trowel to 
remove air bubbles, and leveled off flush 
with the top of the molds. . The cubes 
shall be retained not less than 24 hr. in 
the molds in moist air until thoroughly 
hardened. The specimens shall then be 
removed from the molds and dried at a 
temperature of not less than 70 F. 
(21,1 C.) nor more than 100 F. (37.8 C.) 
in an atmosphere having a relative 
humidity of not more than 50 per cent. 
The specimens shall be weighed at 1-day 
intervals until the weight has become 
constant to within 0.1 per cent. 

Procedure 

32. As soon as the cube specimens 
have been dried (Section 31) their com- 
pressive strengths shall be determined. 

Report 

33. The average compressive strength 
shall be reported ^ as the compressive 
strength of the material, ■ except that if 
the strengths of one or two of the cubes 
vary more than 15 per cent from the 
average of the five, they shall be dis- 
carded and the compressive strength 
shall be reported as the average of the 
remaining specimens. In case the ten- 
sile strengths of three or more cubes 
vary more than 15 per cent from the 
average, the results shall be discarded 
and the test repeated. 


Determination of Sand in Set 
Plaster 

Anamomum Acetate Method 

34. Any method for the deterinmatiori 
of the sand content of set gypsum plaster 
requires for accurate results the foilovr- 
ing determinations: 

(a) Determination of the percentage 
of insoluble matter in the sand used with 
the plaster, 

(b) Determination of the percentage 
of insoluble matter in the gypsum neat 
plaster, and 

(c) Determination of the percentage 
of insoluble matter in the sanded cal- 
cined plaster. 

Note. — samples of the original gypsum neat 
plaster and the sand are not available, an- 
approximation of the insoluble matter may be 
obtained by use of this method on plaster and 
sand from the same sources as those from which 
the plaster to be analyzed was originally pre- 
pared. 

Sampling 

35. Where plaster to be tested is part 
of a two-coat or three-coat plastering 
operation, the sample for analysis shall 
be taken from that portion of the entire 
plaster sheet w^hich comprises the single 
coat being tested. Succeeding coats of 
plaster shall be separated by use of a 
stiff putty knife or similar implement. 
At least 500 g. shall be taken as a sam- 
ple, the sample preferably being obtained 
from different sections of the wall or ceil- 
ing under examination. 

Procedure 

36. (a) In a clean porcelain mortar, 
grind the set-plaster sample to the size 
of the largest sand particles present, or 
smaller, so that approximately 100 per 
cent of the sample w^ill pass a No. 8 
(2380-micron) sieve. Fine grinding 
makes solution of the g>q)sum faster. 
Place about 200 g. of the ground sample 
in a porcelain Gasseroie or evaporating 
dish, and calcine on a sand bath. Stir 
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tke : sample coEtinuousIy with . a' ■ ther- 
mometer during the heating, and adjust 
the rate of heating so that 20 to 30 min. 
will be required to raise the temperature 
of the sample to 320 dr 9 F. (160 rb 5 C.). 
Cool the sample to room temperature. 

(J) After cooling, weigh accurately 
20 dr 0.05 g. of the calcined sample into 
a 600-mL beaker. Add 300 to 350 ml. 
of ammonium acetate (25 per cent), 
which should be slightly alkaline to 
litmus paper. If acidic, add a few milli- 
liters of diluted NH4OH (1 per cent) 
to the stock solution of ammonium ace- 
tate to render it slightly alkaline prior 
to the addition to the test sample. 

(c) Wariu the suspension to a tem- 
perature of 158 dr 9 F. (70 rb 5 C.) and 
stir continuously for 20 to 30 min. 
Filter the warm suspension with the 
aid of suction through a small Buchner 
funnel or Gooch crucible in which an 
asbestos mat or filter paper has pre- 
viously been formed, the funnel and mat 
having been dried at 230 F. (110 C.) 
to constant weight within 0.01 g. Re- 
filter the first 100 ml of the filtrate. 
Wash the sand remaining in the beaker 
onto the filter with an additional 100 
ml of warm, ammonium acetate solution. 
Wash the beaker and residue with 200 
to 300 ml of water, dry the funnel and 
sand at 212 F. (100 C.) to constant 
weight. Subtract the weight of the 
residue from the original weight of the 
sample to obtain the weight of the in- 
soluble matter. 

(d) Percentage of Insoluble Matter in 
.—Multiply the weight of the 

insoluble matter obtained in Paragraph 
(i;) by 5 to obtain the percentage of in- 
soluble matter in the sanded plaster. 

{e) Percentage of Insoluble Matter in 
Determine the weight of insol- 
uble matter in the sand as described in 
Paragraphs (a) to {c), except that no 
.grinding of the sample is necessary. 
Multiply the weight of the insoluble 


matter obtained by S to obtain the per- 
centage of insoluble matter in the sand. 

■ if) Percentage of' Insoluble Matter in 
Gypsum Neat Pi-axler.—Determine the 
weight of insoluble m,atter in the gypsum 
neat plaster as described in Paragraphs 
(a) to (c), except that only a 5-g. sample 
is required and no grinding of the sample ^ 
is necessary. Multiply the weight of' 
the insoluble matter obtained by 20 
to obtain the percentage of insoluble 
matter in the gypsum neat plaster. 

Calculation 

37. (a) The percentage of sand in the 
sanded plaster shall be calculated as 
follows: 

^ (C-B)IOO 

^ fSS 

A - B 

where: 

X = percentage of sand in sanded 
plaster, 

A = percentage of insoluble matter 
in the sand, 

B = percentage of insoluble matter 
in the ■ gypsum neat plaster, ' 

■ ■ , , ' and 

C == percentage of insoluble matter 
in the sanded plaster. 

(b) To express the results as a ratio 
of the parts of sand per part of plaster 
by weight, the following formula may be 
used: 

■ X 

Ratio of sand to plaster ** ^ 

Note. — The results obtained by the above 
procedure indicate the amount of sand originally 
mixed with the gypsum neat plaster before it 
had been gaged with water or set. 

Wood-Fiber Content in. Wood-Fiber 
. Gypsum: Plaster 

Procedure 

38. (a) A lOG-g. sample , of, wood-fiber 
plaster, prepared as described in Sect ion 4 
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shall be placed on a No. 30 (590-micron) 
sieve nested over a No. 100 :( 149-micron) 
sieve. .The. plaster .on the, No, 30 sieve 
shall then be washed with a stream of cold 
wateij removing the No, 30 sieve when 
the fiber on it . is practically or entirely free 
of piaster. „ The material on. the No. 100 
sieve, shall next .be. 'Washed until the bulk 
of.' the ^ plaster has, been washed through 
the. sieve and the residue is mainly fiber. 
The material ■ retained on the No. 100 
sieve shall then be transferred to a 3-qt. 
vitreous enamel lipped pan, adding the 
charge on the No. 30 sieve if the , fiber 
contains any adhering particles of plas- 
ter. The material in the pan shall then 
be elutriated (purified by washing and 
straining, effecting as clean a separation 
of fiber from plaster as is feasible) catch- 
ing the elutriated fibers on a No. 100 
sieve. To avoid loss of the fine particles 
of fiber, it may be necessary to make the 
transfer from the pan to the No. 100 
sieve by several stages of washing, 
stirring the charge, and quickly pouring 
upon the sieve the fiber flotations, 
repeating the elutriation procedure 
several times. The fiber collected on 
the No. 100 sieve shall then be examined, 
and the elutriation shall be repeated if it 
seems desirable. 

(b) The sieves (or sieve, as the case 
may be) and the residue contained 
therein shall then be dried overnight in 
an oven maintained at a temperature of 
45 C. The sieves, or sieve, shall then 
be carefully inverted over a piece of 
white paper, and the residual material 
transferred to the paper by brushing the 
bottom of the inverted sieve. The 
transferred material shall then be ex- 
amined visually, noting whether the 
separation of fibers from plaster has 
been complete. The material shall then 
be transferred to a weighed platinum 
crucible and dried to constant weight 
at a temperature of 45 C. If the previ- 
ous visual examination of the charge on 
the white paper showed that the fiber 


was .practically .-free of particles; of 
plaster, the weight of the fiber dried at 
45 C., divided by 100, shall be reported as 
the percentage of fiber. If, on the other 
hand, the visual examination revealed 
the presence of an appreciable quantity 
of plaster associated with the fiber, the 
contents of the crucible shall be ignited 
carefully to constant weight. The loss 
on ignition, divided by 100, shall, in this 
case, be reported as the percentage of 
fiber. 

CoMPEESSivE Strength of Gypsum 
Partition Tile or Block 

Test Specimens 

39. Not less than ten full-size tile or 
block specimens shall be tested. The 
specimens shall be dried at a tempera- 
ture of not less than 70 F. (21.1 C.) nor 
more than 100 F. (37.8 C.) in an atmos- 
phere having a relative humidity of not 
more than 50 per cent. The specimens 
shall be weighed at 1-day intervals until 
constant weight is attained. At the 
option of the manufacturer or purchaser, 
strength tests may be conducted on 
specimens that are dried at room tem- 
perature. However, in cases of con- 
troversy all test specimens shall be dried 
to constant weight as herein prescribed. 

Procedure 

40. (a) The specimen shall be tested 
in the position in which the tile or block 
is designed to be used, and shall be 
bedded on and capped with a felt pad 
not less than | nor more than J in. in 
thickness. At the option of the manu- 
facturer or purchaser, or in cases of con- 
troversy, the specimens may be suitably 
capped with calcined gypsum mortar, or 
the bearing surfaces of the tile may be 
planed or nibbed smooth and true. 
When calcined gypsum is used for cap- 
ping, the test may be conducted after the 
capping has set and the specimen has 
been dried to constant weight in ac- 
cordance with Section 39. 
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(b) The loading head shall completely 
cover the bearing area of the specimen, 
and the applied load shall be transmitted 
through a spherical bearing block _ of 
proper design. The speed of the moving 
head of the testing machine shall be not 
more than 0.05 in. per min. 

Flexural Strength op Gypsum 
Boards 

Test Specimens 

41. Test specimens shall be taken 
from not less than ten gypsum boards. 
The test specimens shall be 12 in. in 
width and a proximately 16 in. in length. 
The specimens shall be weighed to within 
0.5 g. and then stored at a temperature 
of 60 to 85 F. (15.6 to 29.4 C.) in an 
atmosphere having a relative humidity 
of 25 to 50 per cent. The specimens 
shall be weighed once a day until the 
weight has become constant to within 
0.1 per cent. 


Procedure 

42. The test specimen shall be cen- 
trally supported on fiuxed parallel bear- 
ings spaced 14 in. between centers, 
and the load-applying block shall be 
brought in contact with the upper sur- 
face of the specimen midway between 
the supports. All bearings and load 
surfaces shall be true, shall engage the 
full width of the test specimen, and shall 
be rounded to a radius of | in. The 
test load shall be applied at a uniform 
rate of 60 lb. per min. with a permissible 
variation of plus or minus 10 per cent in 
the rate. 

Report 

43. The results of the flexural strength 

tests shall be reported for the load ap- 
plied across the fiber of the surfacing 
and also parallel to the fiber of the sur- 
facing. ■ 
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Adopted, 1926; Revised, 1928, 1939, 1941.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 11; the final number indicates the 3 "ear of original 
adoption as standard or, in the case of revision, the year of last revision. 


Accelerator. — In the case of stucco, plaster, 
mortar, concrete, etc., a substance which 
will hasten the set. ■ 

Binder. — In the case of plaster and stucco, 
etc., a fibrous material, which will in- 
crease their cohesiveness, while they are 
in a plastic state. 

Cement. — A material or a mixture of ma- 
terials (without aggregate) which, when 
in a plastic state, possesses adhesive and 
cohesive properties, and which will 
harden in place. 

Note. — The word ^‘cement” is used with- 
out regard to the composition of the material. 

Calcined Gypsum.— Gypsum partially de- 
hydrated by means of heat, hav- 
ing the approximate chemical formula 
CaS 04 *|H 20 . 

Crushed Gypsum. — Gypsum subjected to 
■ a primary crushing operation. 

Gypsum.— Calcium sulfate, combined with 
two molecules of water, in crystalline 
form, having the approximate chemical 
formula CaS 04 * 211 . 20 . 

Gypsum Lath.— A sheet or slab having an 
incombustible core of gypsum, contain- 

1 Under the standardization procedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Committee C-11 on Gypsum. 

® Prior to adoption as standard, these definitions were 
published as tentative from 1916 to 1926, being revised in 
1921. 1922, 1924, and 1925. 

A tentative revision of this standard has been issued in 
the form of the Tentative Definitions of Terms Relating to 
Gypsum (C 11 -41 T), see p. 1320. 


ing not more than 15 per cent by weight 
of fiber, and surfaced with paper suitable 
to receive g^^psum plaster. 

Gypsum Molding Plaster.— A material 
consisting essentially of calcined gyp.sum 
for use in making interior embellishments, 
cornices, etc. 

Gypsum Pottery Plaster. — A material con- 
sisting essentiall}^ of calcined gypsum, for 
use in making pottery molds. 

Gypsum .Partition Tile or Block.— A gypsum 
building unit in form of tile or block 
for use in nonbearing construction in the 
interior of buildings and for the protection 
of columns, elevator shafts, etc., against 
fire. 

Note 1.— The words ^Tile” and ^block*’ are 
s>Tion 3 Txious and are used so as to be in ac- 
cord with certain freight association nomeii- 
clature. 

Note 2.— Gypsum cored tile, 3 or 4 in. 
in thickness, may be split and used for fur- 
ring purposes. 

Gypsum Sheathing Board.-— A sheet or slab 
having an incombustible core of gypsum, 
containing not more than 15 per cent by 
weight of fiber, and surfaced with a 
water-resistive paper. 

Gypsum Wall Board.— A sheet or slab 
having an incombustible core of gypsum, 
containing not more than 15 per cent by 

standard appears on p. 1320, 
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weight 'of fiber; and surfaced with paper 
' suitable to receive decoration. 

Keeners Cement— Anhydrous calcined g3^P'' ■ 
sum, the set of which is accelerated by the 
addition of other materials. 

Lath —A material whose primary function 
is that of a base or background for the 
reception of plaster or stucco. 

Mortar. — A material used in a plastic state, 
which can be troweled, and becomes hard 
in place, to bond units of masonry 
, structures. 

Note.— T he word “mortar” is used with- 
out regard to the composition of the material, 
and is defined only with reference to its use 
as a bonding material as contrasted with the 
words “stucco” and “plaster.” 

Plaster,— A material used in a plastic 
state, which can be troweled, to form a 
hard covering for the interior surfaces, 
walls, ceilings, etc., in any building or 
structure. 

Note 1— The word “plaster” is used with- 


out regard to the composition of the material,/ 
and is defined only with reference to its use/' 
and location of use as contrasted with the ' 

, words “stucco” and “mortar.” 

Note 2.— This does not include decorative 
media ordinarily applied with a brush. 

Retarder.— In the case of stucco, plaster, 
mortar, concrete, etc., a substance which 
will retard the. set. 

Sized' Gypsum.— Crushed, gypsum of :pre- 
, scribed size of individual particles. 
Stucco.— A material used in a plastic state, 
which can be troweled, to form a hard 
covering for the exterior walls or other 
exterior ' surfaces , of any building, or 
structure. 

Note.— The word “stucco” is used with 
out regard to the composition of the material, 
and is defined only with reference to its use 
and location of use as contrasted with the 
wo,rds “piaster” and “mortar,” 

Wood Fiber.— A material produced by 
grinding or shredding wood. 
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Speciji cati ons for 
BUILDING BRICK‘ 



Scope 

1. {a) These specifications cover con- 
crete building brick manufactured from 
a mixture of portland cement and suit- 
able aggregates such as sand, gravel, 
crushed stone, bituminous or anthracite 
cinders, burned clay or shale, or blast- 
furnace slag, and intended for use in 
brick masonry. Two grades^ of brick 
are covered: 

Grade A — Brick intended for use 
where exposed to temperature below 
freezing in the presence of moisture. 

Grade B , — Brick intended for use 
as back-up or interior masonry. 

Note.— A s an example, brick in exposed 
masonry protected by a facing of 3 in. or 
more of suitable masonry. 

(b) When brick are required having 


* Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T,M. Committee €-lS on Manufactured Masonry 
Units. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1924 to 1934, being revised 
in 1928 and 1933. Editorially revised and rearranged in 
1939. 

® Attention is called to the fact that when these speci- 
fications were editorially revised and rearranged in 1939 
the designations of grades A and B were interchanged. 
The present grade A was formerly designated grade B, 
and grade B was designated grade A in the standard as 
published in the 1937 Supplement to Book of A.S.T.M. 
Standards, Part II. 


strengths greater than prescribed by 
these specifications, the purchaser should 
specify the desired minimum com- 
pressive strength. 

(c) If brick having a particular color, 
texture, finish, or uniformity are desired, 
these features should be specified sepa- 
rately by the purchaser. 

Physical Properties 

2. (a) The brick shall conform to the 
physical requirements for the grade® 
specified, as prescribed in Table I. 


TABLE I. — PHYSICAL REQUIREMENTS. 


Designation 

Minimum 
Compressive 
Strength 
(brick flatwise), 
psi., average 
gross area 

Minimum 
Modulus 
of Rupture 
(brick flatwise) 
psi., average 
' gross area ■ ' 

I 

Average 
of 5 
Brick 

Individ- 

ual 

Average 
of 5 
Brick 

Individ- 

ual 

Grade A 

2500 

1250 

2000 
1000 I 

450' 

300 

300 

200 

Grade B 



(b) Unless otherwise specified by the 
purchaser, brick of grade A shall be 
accepted in lieu of grade B. 
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Size . ■ 

3. Brick shall conform to the follow- 
ing dimensions: 

Permissible 
Dimension, Variation, 
in. in. 

Depth..,.;..,... 2i A 

Width... Sr ■ i 

Length, S i 

Visnai Inspection ■ 

4. Brick shall pass a visual inspection 
for freedom from cracks and irregularity. 

Sampling and Testing 

5. (a) For purpose of tests, brick that 


are representative of the comm.erciaI 
product shall be selected.by a competent 
person appointed by the purchaser, the 
place or places of selection to be desig- 
nated when the purchase order is placed. 
The manufacturer or the seller , shall 
furnish specimens for tests , without 
charge. 

(b) The brick shall be sampled and 
tested in accordance with the Standard 
Methods of Sampling and Testing Brick 
(A.S.T.M. Designation: C 67) of the 
American Society for Testing Materials.^ 

* Appears in this publication, see Contents in Hinneric 
Sequence of A.S.T.M. Designations at front of book,, 
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Scope 

1. These specifications cover brick 
made from clay or shale and burned, 
and intended for use in brick masonry 
(see Explanatory Note). Three grades 
of brick arc covered: 

Grade 61F.— Tkick intended for use 
where a high degree of resistance to 
frost action is tlesired and the exposure 
is such that the brick may be frozen 
when permeated with water. 

Note.-“As a typical example, brick used 
. for foim,clation courses and retaining walls 
1,11 portions of the United States subject to 
. 'frost action should conform' to this grade. 
Gompliance with , this grade is also recom- 
.mended where a high and uniform deg.ree of 
, resistance to disintegration by weathering is 
desired. 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Conunittee C-iS on Manufactured Masonry 
Units/ 

» Prior to adoption as standard, these specifications 
were published as tentative from 1927 to 1929, being re- 
vised in 1928. They were aiiopted in 1929, published as 
standard from 1929 to 198H, being revised in 1930. A re- 
vision in the form of separate tentative specifications was 
issued from 1935 to 1944, being revised in 1936, 1937, 1939, 
",mo, and 1941. ■ 

Prior to their publication as tentative in 1927, these 
specifications comprised a portion of the Standard Specifi- 
cations for Building Brick (C 21 - 20) which were published 
as tentative from 1919 to 1920, being revised in 1920, 
adopted in 1920, but withdrawn and replaced by C 62 - 27 T 
n 1927. 


Grade IflF.—Brick intended for use 
where exposed to temperatures below 
freezing but unlikely to be permeated 
with water or where a moderate and 
somewhat noniiniform degree of re- 
sistance to frost action is permissible. 

Note. — As a typical example, brick used 
in the face of a wall above ground should 
conform to this grade. Such exposure is not 
likely to result in permeation of a brick 
by water if horizontal surfaces are protected. 
(See discussion of grade MW in Explanatory 
Note.) 

Grade ATF.— -Brick intended for use 
as back-up or interior masonry, or if 
exposed, for use where no frost action 
occurs; or if frost action occurs where 
the average annual precipitation is 
less than 20 in. 

Physical Properties 

2, (a-) Durability brick shall con- 
form to the physical requirements for the 
grade specified*, as prescribed in Table I. 

{h) Unless otherwise specified by the 
purchaser, brick of grades 514^ and MW 
shall be accepted in lieu of grade NW\ 
and grade 5PF in lieu of grade MIF. 
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(c) If ' the average ■ compressive 
strength is greater than 8000 psi. or the 
average water absorption is less than 
8.0 per cent after 24-'hr. submersion in 
cold water, the requirement for satura- 
tion coefficient shall be waived. 

(d) Freezing and Thawing . — The re- 
quirements specified in Paragraph (a) 
for water absorption (5-hr. boiling) and 
saturation coefficient shall be waived 
provided a sample of five brick, meeting 
all other requirements, complies with the 
following requirements when subjected 


less than a . previously graded, aample,' 
and has average anil individual maxi- 
mum water absorption and saturation 
coefiicient not greater than those of the 
previously tested sample graded accord- 
ing to the freezing-and-thawing test. 

{e) Strength brick are.required. 

having strengths greater than prescribed 
by these specifications, the purchaser 
should specify the desired ;minimiim 
compressive strength. 

Note. — k recommended classification is that 
given in ^^Recommended Minimum Require- 


TABLE I.-- PHYSICAt REQUIREMENTS. 


Designatioa 

Mbimum Compressive 
Strength 
(brick flatwise), 
psi., 

gross area 

Maximum Water 
Absorption by S-hr. 

Boiling, 
per cent 

Maximum Saturation 
CO'CtBcient® 

i . . 

Average of 

5 Brick * 

Individual 

Average of 

5 Brick 

Individual 

Average of 

S Brick 

Individual 

Grade SW 

3000 

2500 

17.0 

20.0 

0.78 

0.80 

Grade MW.... ... . 

2500 

2200 

22.0 

25.0 

0.88 

0,90 

Grade NW 

1500 

1250 

no limit 

no limit 

no limit 

no limit 


®The saturation coefficient is the ratio of absorption by 24-hr. submersion in cold water to that after S-hr. 
submersion in boiling water. 


to 50 cycles of the freezing-and-thawing 
test:® 

Grade SW No breakage and not 

greater than 1.0 per cent 
loss in dry weight of any 
individual brick. 

Grade MW. ..... No breakage and not 

greater than 3.0 per cent 
loss in dry weight of any 
individual brick. 


® Brick are not required to conform to the provisions of 
Section 2 id), and these do not apply unless ‘the sample 
fails to conform to the requirements for absorption and 
saturation coefficient prescribed in Table I as well as the 
Strength and absorption requirements in Section 2 (c). 

A particular lot or shipment shall be 
given the same grading as a previously 
tested lot, without repeating the freez- 
ing-and-thawing test, provided the brick 
are made by the same manufacturer 
from similar raw materials and by the 
same method of forming; and provided 
also that a sample of five brick selected 
from the. particular lot has an average 
and individual minimum strength not 


ments for Masonry Wall Construction/’ Report 
of Building Code Committee of U, S. Depart- 
ment of Commerce (1931). In this report the 
following four grades of brick according to 
compressive strength, tested flatwise, are recog- 
nized: 1500 to 2500 psi, 2500 to 4500 psi, 4500 
to 8000 psi, and over 8000 psi. 

(/) Appearance.~ll brick having .a 
particular color, texture, finish, uniform- 
ity or freedom from , cracks,, warpage, 
exposed stones, pebbles, or particles:, of 
lime are desired, these features should 
be specified separately by the .purchaser, 
or a sample or samples should be selected 
to serve as a standard of ,com.pa,rison to 
which, the brick .furnished shall 'confo.rm. 

. Note.— M inor identations: or surface cracks,.' 
incidental to the usual method of manufacture 
or the small chipping resulting from the cus- 
tomary methods of handling in shipment and 
delivery should not be deemed grounds for 
rejection unless particularly specified to the 
contrary..'. ■' .. 
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Size and Coring \ 

y.S,:(a):Sm.~The sm of brick shall 
be as specified by .the, purchaser within 
permissible variations of plus or minus 
fg- in. in depth, plus or minus | in. in 
width, ..and plus. or minus J in. in length. 

Not.e.— ‘The standard size of brick . is 2} 
by 3| by 8 in. At present, brick of this size 
a.re not produced in some parts of the United 
States and purchasers should ascertain the size 
or, sizes available. 

(6) Ci?rr;f^.“~'The net cross-sectional 
area of brick shall be at least 75 per cent 
of the gross cross-sectional area (includ- 
ing holes), when measured in a plane 
parallel with the bearing surface of the 
brick. 

Visual Inspection 

4. (a) llie brick, as cleli\xred to the 
site, shall, by visual insixiction, conform 
to the requirements specified by the 
purchaser or to the sani[)ie or samples 
approved as the staudard of c()mparison 
and to the samples passing the tests for 
physical requirements. 

(i) Unless otherwise agreed upon by 
the |)urchaser and the seller, a delivery 
of brick shall contain not more than 
5 per cent of broken brick (l)ats). 


Sampling and Testing 

■ 5. (n) For purpose of tests, brick that 
are , representative of the commercial 
product shall be selected by a competent 
person appointed by the purchaser, the 
place or places of selection to be desig- 
nated when the purchase order is placed. 
The manufacturer or the seller shall 
furnish specimens for tests without 
charge. 

(b) The brick shall be sampled and 
tested in accordance with the Standard 
Methods of Sampling and Testing Brick 
(A.S.T.M. Designation: C 67) of the 
American Society for Testing Materials.^ 

Cost of Tests 

6. Unless otherwise specified in the 
purchase order, the cost of tests shall be 
borne as follows: 

(a) If the results of the tests show 
that the brick do not conform to the 
requirements of these specifications, the 
costs shall be borne by the seller. 

(b) If the results of the tests show that 
the brick do conform to the requirements 
of these specifications, the costs shall be 
borne by the purchaser. 


Explanatory Note 


Extens.ivc tests of brick .masonry as well as 
observatio.ns of masonry structures in the field 
indicate that the important properties of brick 
which afiect the appearance and performance 
of masonry in buildings are size, color and tex- 
ture, compressive strength, durability, and suc- 
tion -when laid. Data indicate that a low rate of 
suction (20 g. per min. or less) is desirable both 
from the standpoint of bond and watertightness, 
and since the suction rate of brick that normally 
have high, rates of suction can be reduced to any 
predetermined value by wetting before laying, 
this p-roperty should not be included, in specifica- 
tions for brick, but may properly be made a 
part of specifications governing w'orkmanship. 

Other properties of brick such as density, 
soluble salt content, and homogeneity probably 


also affect the performance of the masonry. 
Data are not available, however, from which 
measures of those properties or their effects 
upon the masonry may be determined, and 
consequently there are no bases for controlling 
these factors through a specification. Their 
effects may be best judged by the record of 
performance of similar products. 

These specifications provide a basis for specify- 
ing the follownng properties of brick, which, as 
indicated above, appear to be important: 

Size. — ^l"h.e dimensions of , the standard size 
brick, together, with permissible variations,' are 
given in Section 3 of these specifications. Many 
brick and solid units are produced in other 

3 Apjpiears in this publication, see Gontents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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sizes, however, and when sizes other , ■ than 
standard., .are 'acceptable or required, such sizes,, 
together ' with , permissible variations in dimen- 
sions, should be^ specified by the purchaser... 

Color and Texinre , — Brick are manufactured 
in a wide variety of colors and textures, neither 
of which have been standardized. Both color 
and texture are difiicult to describe., and a com- 
plete list of the products now produced, if ob- 
tainable, would be too voluminous to include 
in a specification. These properties are covered 
in Section 2 (/) of these specifications, which 
provides that color, texture, finish, and uni- 
formity should be specified by the purchaser. 
The common practice is to refer to an approved 
sample. ■ 

Compressive Strength , — The compressive 
strength of brick produced in the United States 
ranges from 1000 psi. or less (under-burned) 
to over 20,000 psi. Data are available from 
which the compressive strength of masonry 
walls may be predicted with reasonable accuracy 
if the strength of the brick and tbe strength of 
the mortar are known. In the great majority of 
cases, however, the compressive stresses in 
masonry walls are relatively low (under 100 psi.) 
and for such structures minimum compressive 
strengths of brick of from 1500 to 2500 psi, 
are ample. These minimum values are included 
in Section 2 (a) of these specifications; when 
brick having higher strengths are desired, the 
required strength should be specified by the 
purchaser as provided in S ec tion 2 {e) . Strength 
gradings as set up by the Building Code Com- 
mittee of the U. S. Department of Commerce 
, are included in this section. 

Durability , — Experience has indicated that 
any well-burned brick will resist the action of 
freezing and thawing over a long period of time 
and, from a structural standpoint, may be 
considered durable. There is a reasonably close 
correlation between the performance of brick 
in the freezing-and-thawing test and under the 
agents of weathering in masonry structures, 
and at the present time this test appears to be 
the best measure of the durability of brick. 
Freezing-and-thawing tests consist of subjecting 
the brick to alternate cycles (SO or more) of 
freezing and thawing in the presence of moisture, 
w'hich requires a period of 10 weeks or more to 
complete. This makes it impractical as an 
acceptance test, and for this reason extensive 
research has been carried on to correlate other 
physical properties of brick with their resistance 
to the freezing-and-thawnng test. 

For brick produced of the same raw material 
and by the same method of manufacture, either 
compressive strength or total absorption may 
be taken as fairly accurate measures of the 


resistance of such brick to the frcczing-and- 
thawing test; however, Fynits on these proper- 
ties, that apply to one pH'odiici do not apply to 
products produced from different raw materials 
or by different manufacturing ijroccsses, and 
consequently they alone cannot he used m 
measures of durability In general S|)ecnfk*ations. 
A, third property knowni as ^‘saturation coeffl- 
cient*h when used in conjum1it>n witli com- 
pressive strength and total absorption by 5-hr. 
boiling, has been found to provide a means of 
predicting the resistance of most types of brick 
to freezing-and-thawing tests with greater 
accuracy than any other method developed to 
date. 

The saturation coefficient is the ratio of the 
absorption by 24-hr. submersion in cold water 
to the absorption after 5-hr. submersion in boil- 
ing water and is defined generally as the ratio 
of easily filled to total fillable pore spare. The 
theory of the saturation coefficient is that if 
only a part of the total pore space is occupied by 
water there is room for expansion on freezing 
Into the remaining pore spare without disrui>li<}n 
of the material. The data indicate that if the 
easily fillable pore space, that is, the maximum 
w^ater that might be absorbed by a brick in a 
w'all subjected to excessive moisture does not 
exceed 80 per cent of the total pore space, the 
.remaining' space will relieve the pressure due to 
expansion on freezing. 

While this theory seems to be ap^jlicabk to 
many types of brick, it has l)cen found that it 
docs not apply to certain ty|:>es of de-aired 
products. Strength and absorption are, there- 
fore, used as measures of durability for these 
products and their acceptance should be base<l 
upon Section 2 (c) of these specifications. 

The relationship also doe.s not appear to hold 
for some brick of very high absorption (exceeding 
the maximum permitted in these specifications) 
and the acceptance of thc.se products should he 
in accordance with Section 2 (d) which provides 
for special measures based upon actual freezing- 
and-thawing tests of the particular product. 

In classifying brick according to their 
resistance to the freezing-and-thawing test, 
they fell into three general groups as indicated 
in Table I of these Specifications: 

Grade 51^ which are not affected by the test, 
and whose appearance and structure remain 
unchanged. 

Grade MW which are for the most part well- 
burned brick but may include some brick 
which change materially in appearance when 
exposed to weathering. 

The limits for al)Sorption and saturation 
coefficient in the grade MW classification have 
been set to include the average production of 
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those (list riels" wliicli do not grade or classify . 
their kiln output beyond elimination of ex- 
tremely iincierburncd (salmon) brick. These 
“kiln run’' sliipmcnls fre<j[ucntly include a small 
percentage of brick which, on exposure to 
weathering, will lose i heir surfaces by powdering, 
tlaking, or spa! ling, ami thus produce an unsightly 
appearance ()f the exposed masonry surface. 
Data indicate that lirick cannot be classified 
into internualiate durahiliLy. Actually grade 
MW iiuliuies a mixture of durable and non- 
!duraI)U‘ !>rick. it should he emphasized, how- 
•ever, that disintegration is not necessarily a 
-characteristic of brick in this grade. Certain 
Iplants may supply brick under the grading, all 
of which remain unchanged in appearance even 
tunder severe conditions , of exposure. The pur- 
-chaser is advised to examine the field behavior 
-of brick in districts where production classifies 
as grade MW and reach his own decision as to- 
whether the ai'^pearance and condition of ma- 
sonry at the age of 10 or 20 years is satisfactory. 

€rade N\V whitdj includes underburned brick 
that will tlisiiUegrate when subjected to 
freezing and thawing. Such brick should 
not l)e used in structures that wall be sub- 
jected to severe weathering. 


: In using these specifications the purchaser Is. 
urged to consider both the requirements of the 
structure and the physical properties of the brick 
available. To a degree at , least, brick . are ; a 
natural product, since such properties as color, 
compressive strength, and absorption are more 
or less inherent in the raw material and fre- 
quently can be changed only within narrow ./lim- 
its by different methods of manufacture. While 
the committee believes that. the specifications 
as they now stand provide the best means 
available of specifying the desirable properties 
of brick, it recognizes that the specifications 
are not perfect and that due to the wide varia- 
tion in raw materials and methods of. manufac- 
ture, it is probable that some brick which do not 
conform to the requirements of grade SW 
still hare satisfactory durability. It may also 
be true that some products which meet these 
requirements, particularly of grade MW, do 
not have satisfactory resistance to weathering. 
For this reason and because of the lack of data 
on some properties that, may have an important 
bearing upon the performance of masonry, the 
purchaser should be guided to a degree by the 
record of performance of any particular product. 
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northeastern quarter of the United 'States, 
should conform to grade MW. 

Grade NW, —Bxizk intended for use 
as back-up or interior masonry or if 
exposed, for use where no frost action 
occurs; or if frost action occurs where 
the average annual precipitation is 
less than IS in. 


Scope 

1. {a) These specifications cover brick 
made from sand and lime and intended 
for use in brick masonry. Three grades 
of brick are covered: 

Grade ShF.— Brick intended for use 
where exposed to temperature below 
freezing in the presence of moisture. 


Note. — As a typical example, brick used 
for foundation courses and parapets in the 
northeastern quarter of the United States 
should conform to grade SW. 

Grade MW . — Brick intended for use 
where exposed to temperature below 
freezing but unlikely to be saturated 
with water. 

Note.— A s a typical example, brick ex- 
posed in the face of the wall other than 
parapet or foundations, or brick intended for 
structures located in regions of the United 
States characterized by less severe frost 
action or by drier climate than is found in the 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-15 on Manufactured Masonry 
Units. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1928 to 
1930. They were adopted in 1930, published as standard 
from 1930 to 1938, being revised in 1937, but withdrawn and 
republished as tentative from 1938 to 1939. 


TABLE I.—PHYSICAL REQUIREMENTS. 


Designation 

Minimum 
Compressive 
Strength 
(brick llatwise), 
psi., average 
gross area 

I 

Minimum 
Aioiitilus 
^ oi Rupture 
(brick llatwise), 
psi., average 
gross area 

Average 
of S . 
Brick 

Individ- 

ual 

Average' 
^ Of:S ' 
Brick 

! 

Individ- 

ual 

Grade SW 

450G ! 

3500 

.600 

400... 

Grade MW 

2500 1 

2000 

450 

300 

Grade NW i 

1500 i 

ISOO 

300 

200 


ih) When brick are required .having 
strengths greater than prescribed .by' 
these .specifications the purchaser should 
specify , the desired . minimum compres- 
sive strength. , 

(a) If brick; having a particular, color, 
texture, finish, .or uniformity are desired, 
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these features should be specified sepa- 
rately by the purchaser. 

Physical Properties 

2. (a) The brick shall conform to the 
physical rcciuircments for the grade 
specified, a.s prescribed in Table I. 

(b) Unless otherwise specified by the 
purchaser, brick of grades SW and MW 
shall be accepted in lieu of grade NW 
and grade SW in lieu of grade MW. 

Size 

3. Brick shall conform to the follow- 
ing dimensions: 

Permissible 

Variation, 

Dimension, plus or minus, 
in. in. 

Depth..,., 2i i 

Width.*..,..., — 3J I 

Length S I 

'Vistiai Inspection 

4. Brick sluill pass a visual inspec- 
tion for soundness, coinimct structure, 


reasonably uniform, shape, and free- 
dom from the following: cracks, warp- 
age, large pebbles, balls of clay, or 
particles of lime that would affect the 
serviceability or strength of the brick. 

Sampling and Testing 

5. (a) For purpose of tests, brick that 
are representative of the commercial 
product shall be selected by a competent 
person appointed by the purchaser, the 
place or places of selection to be desig- 
nated when tire purchase order is placed. 
The manufacturer or the seller shall 
furnish specimens for tests without 
charge. 

(b) The brick shall be sampled and 
tested in accordance with the Standard 
Methods of Sampling and Testing Brick 
(A.S.T.M. Designation: C 67) of the 
American Society for Testing Materials.^ 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T M. Designations at front of book, 
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Tliis Standard of the American Society for Testing Materials is issued under 
the fixed designation C 7; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover vitrified 
clay brick for use in the construction 
of pavements. 

Manufacture 

2. Paving brick shall be manufactured 
from fire clay, semi-fire clay, or shale, or 
combinations thereof. The manufac- 
turing process shall be such that the 
brick are thoroughly annealed, tough, 
durable, and evenly burned so that, 
when broken, they show a uniformly 
dense structure free from lime, air 
pockets and marked laminations. The 
name of the brick or the manufacturer 
shall be impressed on the side or end of 
each brick in recessed letters. 

Lugs 

3. (a) Side Lugs . — The brick shall be 
provided on one side with not less than 
two lugs, which shall be in. in height 
with a permissible variation of plus or 
minus in. The area of the projec- 

1 Uiader the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-IS on Manufactured Masonry 
Units.. ■ . 

» Prior to their present adoption as standard, these 
specifications were published as tentative from 1913 to 
1915, being revised in 1914. They were adopted in 1915, 
published as standard from 1915 to 1937, being revised in 
1923 and 1930, but withdrawn, revised, and republished 
as tentative from 1937 to 1942, being revised in 1938 and 
1010 ., ■" ' ■ ■ 


tions or lugs measured at^ the base of 
the lug shall not exceed in total area 3 
sq. in. No lug shall be continuous from 
top to bottom of the brick, but shall be 
of a type that allows free horizontal flow 
of the filler. 

{h) End Lugs * — Vertical fiber brick 
shall be provided with not less than two 
noncontinuous lugs or portions of lugs 
on each end of each brick. laigs shall 
be nonmeshing and shall have a total 
base area of not more than 2| sq. in. 
and shall be manufactured so there may 
be free horizontal flow of the filler. The 
lugs shall project from the ends so as 
to insure a joint opening of in. with 
a permissible variation of plus or minus 
fs* in. 

Types and Sizes 

■ 4. (a) Paving brick shall conform to 
the following types, and nominal sizes.. 
The dimensions of . the '. ' brick shall be 
.construed as applying to the body of the, 
brick only, exclusive of lugs. 

Depth, Width, Length, 

in. in. in. 

Repressed lug brick . , 4, 3| 8| 

A^ertical fiber lug f2| 4 8| 

brick .{3 4 8J 

m 4 8 i 

Wire-cut lug,: brick. , . 4 3| 8| 
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Note.- -Iliesc; sisses and varieties correspond 
to those descrif K.tl in Simplified Practice Rec- 
ommemliitlon R 1 40® of the U. S. Department 
of Comnscrce, and are subject to change from 
year to y(?:ir. 

(h) Tlie edges of repressed brick shall 
be roiincliNl to si radius of not 'm.ore than 
i(i i»- 

Permissible Variations in Size 

5. For any lot of paving brick fur- 
nished under these specifications, tlie 
individual brick shall not vary from the 
nominal size requirements specified in 
Section 4 (a) by more than plus or minus 
■J in. in either transverse dimension, ex- 
clusive of kiln marks, or by more than 
plus or minus 5 in, in length. 

Loss in Rattler Test 

6. (a) The percentage of loss in the 
rattler test of the respective sizes of 
paving brick s[)ecifie(l shall not exceed 
the following limits: 


Si»e 0 f B rick, , M axirau m 

Transverse Loss in 

OinienHianH^ teiJKth, Rattler 

in. In. Test, percent 

2iby4 26 ' 

3 by 4 8| ...........24 

3|by4 8| 22 ■ 


{h) The total number of pieces weigh- 
ing 1 lb. or more remaining after the 
completion of the rattler test shall not 
exceed 12. 

Visual Inspection 

7. Paving brick sliall be subject, to 
visual ins|)ection prior to shipment, 
after delivery, and during laying for the 
purpose of culling out and rejecting 
individual imperfect brick.' Subject to 
the exceptions specified in Paragraph. 
(J), individual brick may be culled and 
rejected for the following causes: 

(a) Variatum in Size.- Brick which 

vary from the nominal size specified in 
Section 4 (a) by more than plus or minus 

® Reafilnucd without chungc in 1946. Copies are avail » 
al)le at 5 cents eacli from the Superintendent of Docu- 
ments, Government Printing Office, Washington, D. C. 


I in. in either; transverse dimension ^ ex- 
clusive of kiln marks, or by more than 
plus or minus J in. in length.: 

(b) Broken or Chipped Brick— Brick 
which are chipped or broken so that 
neither wearing surface remains sub- 
stantially intact, or so that the lower, or 
bearing surface is reduced "in ^ area more 
than 15 per cent, or are weakened 
structurally. However, brick so re- 
jected but otherwise acceptable may be 
used for part-brick for beginning courses 
and for batting provided the portion so 
used conforms to all of the requirements 
for visual inspection. 

(6') Cracked Brick. — Brick which are 
cracked to such a degree, either from 
shocks received in shipping and handling 
or from defective manufacture, as to 
produce defects described in Paragraph 
(6), unless such cracks are plainly 
superficial, and insufficient to weaken 
the brick under the conditions of use. 

{d) Warped or Kiln-Marked Brick,— 
Brick which are kiln-marked more than 
1 % in. or which are misshapen, bent, or 
twisted so that they will not form a 
proper surface, or align with other brick 
in conformance with the specifications 
for laying brick in the pavement. 
Vertical fiber brick shall have no kiln- 
marks in the wire cut surface, 

(e) Under-Burned Brick, — Brick 
which are obviously too soft and too 
poorly vitrified to endure traffic wear. 
If disagreement on this requirement 
arises between the purchaser and the 
seller it shall be the right of the purchaser 
to make one or more rattler tests of the 
brick he wishes to exclude, and if in any 
or all tests the brick fail to conform to 
the requirements of these specifications, 
then all brick having the same objec- 
tionable appearance may be excluded. 

Basis of Acceptance 

8. Acceptance of any lot of paving 
brick shall be based on the results of 
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tests on samples ■ representing that lot, 
subject only to rejection at any time of 
individually imperfect or unsatisfactory , 
brick, in accordance with the require- 
ments under Section 6. 

Retesting 

9. (a) If the percentage of loss in the ■ 
rattler test on any sample exceeds by 
not more than 2 per cent the maximum 
permissible rattler loss specified in 
Section 6 (a) for the size specified, or if 
the number of pieces weighing 1 lb- or 
more remaining after the completion of 
the rattler test exceeds 12 as specified in 
Section 6 (b), two additional tests shall 
be made. Each of these additional tests 
shall comply with the requirements of 
both Section 6 (a) and (b) and, in addi- 
tion, the average rattler loss for the 
three tests shall not exceed the maximum 
permissible loss specified in Section 6 (a). 

(b) Where a lot of paving brick is 
rejected for failure to meet the test 
requirements prescribed in these specifi- 
cations, the purchaser may, at his 
option, permit the seller to regrade the 
rejected brick and again offer the brick 
for test and acceptance. The regraded 
brick shall be resampled and tested and 
if they again fail, the purchaser may 
definitely and finally reject the lot 
represented by the test. 

Payment for Cost of Testing 

10. Unless otherwise agreed, the seller 
shall furnish at the place of manufacture, 
without charge to the purchaser, the 
use of an approved rattler in efficient 
operating condition, conforming to the 
requirements specified in Section 12. 
Payment of the cost of testing shall be 
made by the purchaser, except that the 
cost of testing additional samples in 
accordance with Section 9, made neces- 
sary by the failure of any lot or lots, or of 
testing supplemental samples to deter- 
mine the acceptability of a portion of 


any lot or lots, shall be paid, by the 
seller; provided, however, that if the 
supplemental tests show the brick under 
examination to be acceptable, . then the 
cost of such tests shall be paid by the 
purchaser. 

Rattler Test 

Sampling 

11. (a) Selection of Sampk.~1M 
sample for the rattler test shall consist of 
ten whole undamaged brick which 
conform individually to the visual in- 
spection requirements specified in Sec- 
tion 7. Samples shall preferably be 
selected at the place of manufacture and 
tested prior to shipment. However, in 
special cases where less than 100,000 
brick are involved, samples, when re- 
quired, may be selected subsequent to 
delivery at the destination. 

{b) Number of Samples--‘In‘ general, 
one sample shall be selected for each 
15,000 brick or fraction thereof; pro- 
vided, however, that when the sampling 
is done at the place of manufacture prior 
to shipment and the total number of 
brick involved is more than 100,000 
brick, the number of brick for which 
one sample is considered representative 
may be increased at the option of the 
purchaser to not more than 50,000 brick. 

Apparatus 

12, The machine'^ used in the rattler 
test shall be of good mechanical con- 
struction, self-contained, and shall con- 
form to the following details as regards 
the material and dimensions. It shall 
consist of a barrel, frame, and driving 
mechanism as described in Sections 
13 to IS. 


detailed illustration' of a Tattler allowing' tlie in- 
struction of a machine which' will meet the requirements 
specified is available from the Headquarters of the Ameri- 
can Society for Testing 'Materials, ,1916 Race . St., 
Philadelphia 3, Pa. This illustration was published pre- 
viously as Plate I of the 1936 Book of A.S.T.M. Standards, 
PartlX, p. 128. , 
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Barrel ' 

13. The !)arrel of the niadiiiie shall 
consist of the heaclSj headliners, staves, 
and stavelincrs comforming to the 
following requirenicnts: 

((/) llead.s. - 'The heads may be cast 
in one piece with the trunnions which 
shall 1>€ 2i\ iiL in diameter and shall 
have a bearing 6 in. in length; or they 
may be cast with heavy hubs which shall 
be bored out for 2i^f"in. shafts and shall 
be key-seated for two keys, each § by | 
in. and spaced 90 deg. apart. The 
shaft shall be a snug fit and when keyed 
shall be entirely free from lost motion. 
The distance from the end of the shaft 
or trunnion to the inside face of the 
head shall be 15^ in. for the head of the 
driving eml of the rattler and Ilf in. 
for the other head, ami the distance 
from the face of llse hubs to the inside 
face of the heads shall be sSj, in. 

The heads shall not be less than f 
nor more than | in. in thickness. In 
outline, each head sliall be a regular 
14-sided polygon inscribed in a circle 
28^ in. in diameter, luich head shall be 
provided with llangcs iu>t less than f in. 
in thickness, and extending outward 
2| in. from the inside face of the head to 
afford a means of fastening the staves. 
The surface the ilanges of the head 
shall be smooth and give a true and 
uniform l)earing for the staves* To 
secure the desired true and uniform 
bearing, the surfaces of the Ilanges of the 
head shall be either ground or machined. 
The Ilanges shall be slotted on the outer 
edge, so as to provide for two f-in. 
bolts at each end of each stave, the 
slots to be if in. in width and 2| in. 
center to center, liach slot shall be 
provided with a recess for the bolt head, 
which shall act to prevent the turning 
of the same* Between each two ' slots 
there shall be a brace f in. in thickness 
extending not less than 2 in. down the 
outward side of the head. 


(b) Headliners.— Thtie shall be for 
each head a cast-iron headliner, 1 in. in 
thickness and conforming to the outline ^ 
of the head, but inscribed in a circle 
2'8| in. in diameter. . This headliner 
shall be fastened to the head by seven 
|“in. cap screws, through the head from 
the outside. Whenever these headliners 
become worn down | in. below their 
initial surface level, at any point of their 
surface, they shall be replaced with new 
ones. The metal of these headliners 
shall be hard machinery iron and should 
contain not less than 1 per cent of 
combined carbon. 

(c) Staves —The staves shall be made 
of 6-in. medium-carbon steel structural 
channels 27| in, in length and weighing 
15.5 lb, per lineal foot. The staves 
shall have two holes H in. in diameter 
drilled in each end, the center line of the 
holes being 1 in. from the end and If in. 
either way from the longitudinal center 
line. The spaces between the staves 
shall be as uniform as practicable, but 
shall not exceed in. 

(d) Siaveliners . — ^The interior or Hat 
side of each stave shall be protected by a 
liner f in. in thickness by Sf in. in width 
by 19| in. in length. The liner shall 
consist of medium-carbon steel plate, and 
shall be riveted to the channel by three 
|-in. rivets, one of which shall be on the 
center line both ways and the other two 
on the longitudinal center line and 
spaced 7 in. from the center each way. 
The rivet holes shall be countersunk on 
the face of the liner and the rivets shall 
be driven hot and chipped off flush with 
the surface of the liners. These liners 
shall be inspected from time to time, 
and if found loose shall be at once re- 
riveted. 

(e) Relining—l^o stave shall be used 
for more than 70 consecutive tests 
without renewing its lining. Two of the 
14 staves shall be removed and relined 
at a time in such a way that of each 
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■pair one falls upoa one side of the barrel ■ 
and the other upon the opposite side, 
and also so that the staves changed 
shall be consecutive but not contiguous; 
for example, 1 ' and 8, 3 and 10, 5 and 

12, -7 and , 14, . 2 and 9, 4 and 11, 6 and 

13, etc., to the end that the interior of 
the barrel at all times shall present the 
same relative conditions of repair. The 
changes in the staves should be made at 
the time when the shot charges are being 
corrected, and the record must show the 
number of charges run since the last 
pair of new lined staves was placed in 
position. 

(f) Constnwtion~Va% staves when 
bolted to the heads shall form a barrel 
20 in. in length, inside measurement, 
between headliners. The liners of the 
staves shall be so placed as to drop 
between the headliners. The staves 
shall be bolted tightly to the heads by 
four f-in. bolts and each bolt shall be 
provided with a locknut and shall be 
inspected at not less frequent intervals 
than every fifth test and all nuts kept 
tight. A record shall be made after 
each inspection showing in what condi- 
tion the bolts were found. 

Barrel Frame 

14. The barrel shall be mounted on a 
cast-iron frame of sufficient strength and 
rigidity to support it without undue 
vibration. It shall rest on a rigid 
foundation with or without the inter- 
position of wooden plates, and shall be 
fastened thereto by bolts at not less 
than four points. 

Driving Mechanism 

15. The barrel shall be driven by 
gearing whose ratio of driver to driven 
is not less than one to four. The 
counter shaft upon which the driving 
pinion is mounted shall not be less than 
lif in. in diameter, with bearing not 
less than 6 in. in length. If a belt drive 


is used, the pulley shall be not less than 
18 in. in diameter and 6| in. in face. A 
belt; at least 6 in. in width, properly 
adjusted, to avoid unnecessary slipping, 

should be used. 

Preliiriinary Operation . 

16. When a new rattier in which a 
complete set of new staves is furnisfietl 
■is' first put into operation, it shall be 
charged with 400 lb, of shot of the same 
sizes "and in the same proportion as, 
provided in Section 17, and shall , then 
be run for 18,000 revolutions at ' the rate, 
of speed specified ■ in , Section 21 (a). 
The shot shall then be removed and a 
standard shot charge inserted, after 
which the rattler may be charged with 
brick for a test. 

Abrasive Charge 

17. The abrasive charge shall consist 
of cast-iron spheres of two sizes; 

(a) Large Spheres * — When new, „the 
larger spheres shal,l be 3.75 in. in diame-, 
ter and shall weigh approximately, 7.5 lb. 
(3,40 kg.) each. Ten spheres of this 
size shall be used. These shall be 
weighed separately after each ten tests, 
and. if the weight of any large sphere 
falls to 7 ,1b. (3.175 kg,) it shall be 
discarded, and a new one substituted; 
provided, however, that all of the large 
spheres shall not be discarded' and 
substituted by new; ones at any .single 
time, and that in so far as possible the 
large spheres aliall compose a. graduated 
series in various stages of wear. ., 

;. {h) Small Spheres the 
smaller, spheres shall be 1.875' in., an 
diameter and shall weigh approximately 
.0..9,5 lb. (0.43 kg.) each. In general, 
the ..number of small spheres in a charge 
shall not fall below 245 nor exceed 260. 
The collective weight of the large and 
small spheres shall be as nearly 300 lb. as 
possible. No small sphere shall be 
retained in use after it has been worn 
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down so that it will pass a circular hole 
L7S in. in diamcterj drilled in an iron 
plate I in. in thickness, or weigh less 
than 0.75 lb. (0.34 kg.) 

Further, the small spheres shall be 
tested l)y passing tiieni over the plate 
incnlioiied or !,}y weighing, after every 
ten tests, aiul any which pass through or 
fall below the Sfiecified weight shall be 
replaced by new spheres; provided, 
homTver, that all of the small spheres 
shall not be rejected and replaced by 
new ones at any one time, and that in so 
far as possible the small spheres shall 
compose a graduated series in various 
stages of wear. At any time that any 
sphere is found to lie broken or defective 
it shall at oncci l)e rei)lacei:L 

Chemical Composition of Abrasive 

Charge 

18. (a) castdroii a!)rasive spheres 
shall conform to the following require- 
ments as to chemical composition: 


I ' Combined carlwn, min., per cent. . 2. .SO 

' Graphitic carbon, max., per cent 0.25 

' Manganese, max., per cent. . , , 0.50 

Phosphorus, max., per rent. ....... 0.25 

Sulfur, max., per cent 0.08 

Silicon, max,, per rent 1.00 


(b) For .each new batch of spheres 
used, the chemical analysis shall be 
furnished by the maker or be obtained 
by the user before introducing the 
spheres into the abrasive charge, and 
unless the analysis conforms to the 
requirement^ specified the batch /of 
spheres shall be rejected. 

Scales . 

19. The scales used shall be placed 
on a solid level foundation and shall be, 
sufFiciently sensitive to determine .the 
initial weight of 10 brick to the nearest' 
0.1 lb. The scale shall be tested by a 
standard test w^eight at intervals of not 
more than every ten tests. 



Test ■ Specimen 

20. The number of brick per test shall 
be- ten whole brick for all weights of 
brick, and the brick shall be weighed to 
the nearest 0.1 lb. Brick shall be surface 
dry when tested, No brick should ' be 
selected as part of a regular, test that 
would be rejected by any other require- 
ments of the .specifications under which' 
the purchase is made. 

Procedure 

21. (a) The test specimen and the 
abrasive charge shall be placed in the 
rattler and the machine rotated for 
1800 revolutions at a rate of not less 
than 29.5 nor more than 30.5 rpm. A 
counting machine shall be attached to 
the rattler for counting the revolutions, 
A margin not to exceed ten revolutions 
will be allowed for starting and stopping. 
Only one start and stop, per test is, in 
general, acceptable. If from accidental 
causes, the rattler is stopped and started 
more than once during a test, and the 
percentage loss exceeds the maximum 
permissible under the specifications, the 
test shall be disqualified and another 
made. 

(b) Any test, at the expiration of 
which a staveliner is found detached 
from the stave or seriously out of posi- 
tion, shall be rejected. 

Percentage Loss of Weight 

22. The loss shall be calculated as a 
percentage of the original weight of the 
brick composing the charge, by weighing 
the brick remaining in the rattler at the 
end of the test, deducting this weight 
from the original weight of the brick, 
dividing this difference by the original 
weight of the brick and multiplying by 
100, as follows: 

Percentage of loss « 

originalwt.,-- wt., after' testing 

— jufy 

onginai wt. ' , . 
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In weighing the rattled brick, any piece ■ 
weighing less than 1 lb. shall be rejected. 

Rattler Record 

. 23. (a) A complete and continuous 
■record shall.be kept of the operation of 
all rattlers , wo.rking under the rattler' 
test. , This' record shall contain ' the 
following data concerning each 'test" 
.made,: 

1. The name of the person, firm, or corpora- 
tion furnishing each sample tested. 

2. The name of the manufacturer of the 
brick represented in each sample tested. 

3. The name of the street or contract which 
the sample represented. 

4. The brands or marks "upon the brick by 
which they were identified. 

5. The number of brick furnished. 

6. The date on which they were received for 
test. 

7. The date on which they were tested. 

8. The drying treatment given before testing, 
if any. 

9. The length, width, and depth of the brick. 

10. The collective weight of the ten large 
spherical shot used in making the test, at the 
time of their last standardization, 

11. The number and collective weight of the 
small spherical shot used in making the test, 
at the time of their last standardization. 

12. The total weight of the shot charge, after 
its last standardization. 

13. Certificate of the operator that he ex- 
amined the condition of the machine as to 


staves, liners, and any other parts affecting the 
barrel, and found them to conform to the require- 
ments at the beginning of the test. 

14. Certificate of the, operator as , to the 
number of, charges tested since, the last stand- 
ardization of shot charge and last re.newa.ls .of 
stave liners. 

15. The time of the begi.finirig and ending of 
■each test and the number of revolutions niade 
by the barrel during the test, as, shown by, the 

counting machine. 

16. Certificate of the operato.r, as to the 
number of stops and starts. made in each test 
■ 17. The initial collective weight. of the ten 
brick composing the charge and their collective 
weight after rattling. 

18. The number of broken brick and remarks 
upon the portions which were included in the 
final weighing. 

19. General remarks upon the test and any 
irregularities occurring in its execution. 

20. The certificate of, the operator that the 
test was made in accordance wnth the require- 
ments of the American Society for Testing Ma- 
terials and that the record is a true record. 

21. The signature of the operator or person 
responsible for the test. 

22. The location of the laboratory where the 
test was made and name of the owner, 

23. The serial number of the test. 

(6) In the event of more than one 
copy of the record of any test being 
required, they may be furnished on 
separate sheets and marked duplicate, 
but the original record shall always be 
preserved intact and complete. 
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Adopted, 1942.^ 

'Fhis Standard of the American Society for Testing Materials is issued under 
the nx<‘d dt'ssgnatioii C 32; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1; These specificalions cover brick 
made from clay or shale and burned, 
and intended for use in drainage struc- 
tures for the conveyance of sewage, in- 
dustrial wastes, and storm water. 
Three grades of brick are covered: 

Grade SA. Brick intended for use 

in structures rec[inri,ng imperviousness 
and resistance to the action of sewage 
carrying large quantities of abrasive 
material at velocities exceeding 8 ft. 

' /per sec* 

/Grade M'.4/c‘-T'Jrick intended for 
use in structures requiring impervious- 
' ness, and resistance to the action: (i) 

. , , of sewage free from abrasive materials, 
and {2) of, sewage carrying abrasive 
materials at velocities of 8 ft. per sec. 
or less* 

Grade N A. —BTick intended for use 
in structures not requiring high. de- 

^ Under the standardisation procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T,M. Committee C-IS on Manufactured Masonry 
Units. 

2 Prior to tlieir jwsent adoption as standard, these 
specificatious were published as tentative from 1921 to 
1923. They were a<lopted in 1923, iniblished as^ standard 
from 102.1 to 1037, being revised in 1024, but withdrawn, 
revised, and republished as tentative from 1037 to 1042 , 
being revised in 1039. ■ 


grees of impei'viousness nor of abrasive 
resistance. 

Note. — Brick of grade. NA are suitable .for 
use in catch basins, arches, the upper portions 
of manholes, and for backing. 


T.ABLE I.— PHYSICAL REQUIREMENTS. 


« 

Designation 

i Minimum Com- 
1 pressive 

Strength, (brick 
flatwise), psi., 
average gross 
area 

i ■ . 

Ma.ximum Water 
Absorption by 
S-hr. Boiling, 
per cent 

Aver- 
age of 

5 Brick 

Individ- 

ual 

Aver- 
age of 

5. 'Ih'ick 

Individ- 

ual 

Grade SA 

8000 

5000 

6 

9 

Grade 

5000 

3000 

12 

16 

Grade iV/i® 

2500 

2000 

20 

24 


“ Where resistance to frost action in the presence of 
moisture is required, grades MA and NA shall conform 
to the additional requirement that the saturation coeffi- 
cient (C/B), that is, ratio of absorption by 24-hr. sub- 
mersion in cold water to that after 5 hr. submersion in 
boiling water, shall not exceed 0.80. 

Physical Properties 

2. (a) The brick shall conform to the 
physical requirements for the grade 
specified, as prescribed in Table L 
(6) Unless otherwise specified by the 
purchaser, brick of grade S A shall be 
accepted in lieu of grade if ^4; also 
grades SA and MA shall be accepted in 
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lieu of grade NA . , Brick having absorp- 
tion between 12 and 20 per cent shall be 
graded.M4 if' the compressive strength 
conforms to the requirements for grade- 
SA. 

She 


, ■ 3. (a) Brick shall be furnished of One 
or.inore of - the following designated sizes 
as specified: 


Size , 

Depth, 

in. 

Width, 

in. 

Length, 

in. 

No.l. 

2i 

3f 

8 

No. 2....... 

2§ 

4 


No. 3....... 

....... ' 3 

4 


No. 4 

3i 

4 

8i 


(6) For any lot of sewer brick fur- 
nished under these specifications, not 
more than 2 per cent of the brick shall 
vary from the nominal size requirements 
specified in Paragraph, (a) by more 
than plus or minus | in. in either trans- 
verse dimension, or by more than plus 
or minus J in. in length. 

Visual Inspection 

4. (a) Brick shall pass a visual inspec- 
tion for freedom from the following: 
cracks, warpage, stones, * pebbles, or 
particles of lime that would affect the 
serviceability of the brick. 


(b) Brick shall be of rectangular cross- 
section with aiibstanlially straight, 
square corners. The ends and at least 
one edge shall have plain surfaces. 

(c) When paving brick arc used, lugs 
and grooves will be |,K‘ririiltecl on one 
edge and the ends. Kiln marks not 
exceeding in. in depth shall bc‘ per’ 
mitted on the opposiU? edge. 

. Note.— W here cored brick are permitted b}» 
the purchaser, they shall conform to the reciuire- 
ments of these specifications. 

Sampling and Testing ‘ 

5. (a) For' purpose of tests, brick that 
are representative of the commercial 
product shall be selected by a competent 
person appointed by the purchase!', the 
place or places of selection to be desig- 
nated when the purchase order is [daced. 
The manufacturer or the seller sliall 
furnish specimens for tests wuthout 
charge. 

(b) Brick shall be sampled and ti^sted 
in accordance with the Standar<l 
Methods of Sampling and Testing Brick 
(AiS.T.M. Designation: C67) of the 
Ame-rican Society for Testing Materials.,'^ 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Methods of 
SAMPLING AND TESTING BRICK^ 



A,S*T.M. Designation: C 67 - 44 
Adopted, 19311 Revised, 1937, 1939, 1941, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed (iesigriation C 67 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These nietliods cover procedures 
for the sampling and testing of brick for 
modulus of rupture (ilexure test), com- 
pressive strength, absorption, saturation 
coefficient, elTect of freezing and thaw- 
ing, initial rate of absorption (suction), 
and effiorescence. 

Definitions of Terms 

2. The Standard Definitions of Terms 
Relating to Methods of Testing 
(A*S.T.M, Designation: E 6) of the 

. American Society for Testing Materials® 
shall be considered as ap'plying to the 
terms used in these methods* ■ ' 

' Sampling 

■ Selection of. Test Speclm,e,ns ' 

, ' 3. For purpose of tests, full-size brick 
shall be selected by the purchaser or by 
his authorized representative. Speci- 
mens shall be representative of the whole- 
lot of brick from winch they are selected, 

i Under the aiandani'ization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M, 
Committee C4S on Manufactured Masonry Units. 

s Prior to adoption as standard, these methods were 
published as tentative from 1927 to 1931, being revised In 
im and 1930. 

‘S Appears in tluH publication, see C!ontenls in Numetic 
Sequence of A.S/I'.M. Dcsignatjons at front of book. 


Number of Specimens 

4. For the modulus of rupture, com- 
pressive strength, absorption, and freez- 
ing-and-thawing determinations, at least 
five brick shall be selected from each lot 
of 50,000 brick or fraction thereof. For 
lots of more than 500,000 brick, five in- 
dividual brick shall be selected from each 
100,000 brick or fraction thereof con- 
tained in the lot. In no case shall less 
than five brick be taken. Additional 
specimens may be taken at the discretion 
of the purchaser. 

Identification 

5. Each specimen shall be marked so 
that it may be identified at any time. 
Markings shall cover not more than 5 
per cent of the superficial area of the 
specimen. 

Modulus or Rupture (Flexure Test) 
Test Specimens , . 

6. Five dry full-size brick shall be 
tested. 


A ^Tentative revision^^ of this standard appeals in the Tenta- 
tive Revisions of Standards section at the back ef this book. 
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Procedure 

,7. (a) The. test specimen shall be sup- 
ported 'flat wise on a span of 7 in* and 
loaded at mid-span. If the specimens 
have recesses (panels or depressions) they 
..shall be' placed so that such recesses arc 
on the compression side. The load shall 
be. applied to the upper surface of, the 
specimen through a steel bearing plate 
J in. in thickness and 1| in. in width and 
of a length at least equal to the width 
of the specimen. The direction of the 
load shall be perpendicular to the loaded 
surface of the specimen. 

(b) The supports for the test .specimen 
shall be free to rotate in the longitudinal 
and transverse direction of the test 
specimen and shall be adjusted so that 
they will exert no force in these 
directions, 

(c) Speed of Tesling.—T\ie rate of 
loading shall not exceed 2000 lb. per 
min,, but this requirement may be con- 
sidered as being met if the speed of the 
moving head of the testing machine 
during the application of the load is not 
more than 0.05 in. per min. 

Calculations and Report 


8. (a) The modulus of rupture of each 
specimen shall be calculated as follows: 


Modulus of rupture, psi. 


3JVI 

I2bd^ 


where: 

W = maximum load indicated by the 
testing machine, in pounds, 

: I = distance between the supports 
in inches (7 in.), 

b — average over-all width, face to 
face, of the specimen, in 
inches, and 

d = average over-all depth, face to 
face, of the specimen, in 
inches. 

(5) The average of the modulus of 
rupture determinations of all the speci- 
mens tested shall be reported as the 
modulus of rupture of the lot of brick. 


Compressive .STRENGT.H . 

Test Specimens 

9. The test specjincns sfiall consist of 
half brick with approximately plane 
and pa.rallel ends. A s|;)ecimen may be 
obtai.ned from a whole brick l)y any 
method that will produce, without shat- 
tering, a half , brick. Five specimens 
shall be .tested. 

Note, — T his permits the use of suitable 
half brick available after the flexure test has 
been made. 

Capping Test Specimens 

10. (a) If the flatwise faces of the 
test specimen are recessed or paneled, 
the depressions shall be filled with a 
neat portland-cement paste, which shall 
then be aged at least 24 hr. before the 
specimen is capped. 

(6) The two opposite flatwise faces of 
each specimen shall be coated with 
shellac which shall be allowed to dry 
thoroughly. 

(r) One of the dry shellacked faces of 
the specimen shall be bedded in a thin 
coat of a neat paste of calcined gypsum 
(plaster of Paris) that has been spread 
on an oiled nonabsorbent plate such as 
glass or a machined metal plate. This 
procedure shall be repeated with the 
other dry shellacked face. Care shall be 
taken that the opposite bearing surfaces 
so formed will be approximately parallel. 
The caps shall be aged, at least 2 hr. 
before the specimens are tested. 

Procedure 

11. (a) All specimens shall be tested 
flatwise (that is, the load shall be applied 
in the direction of the thickness of the 
brick)..,. ■ 

(b) The testing machine^ shall conform, 
to the requirements of the Standard 
Methods of' Verification of Testing 
' Machines (A.S.T.M. Designation:'E 4)/ 
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(c) The 'upper .bearing shall be a 
spherically seated, hardened metal block 
firmly attached at the center of the upper 
head of the machine.’ The center of the 
sphere shall lie at the center of the 
surface of the block in contact with the 
specimen. The block shall be closely 
held in its stdicrical seat, but sha.ll be 
free to turn in any direction. The 
diameter of the bearing surface shall be 
at least 5 .in. A hardened metal bearing 
block shall be used beneath the specimen 
to minimize wear of the lower platen 
of the machine. The bearing block 
surfaces intended for contact with the 
specimen should have a hardness not 
less than C60 .Rockwell number (Brinell 
number 620). These surfaces shall not 
depart from plane surfaces by more than 
0,001 in. When the bearing area of the 
spherical bearing block is not sufficient 
to cover the area of the specimen, a steel 
plate with surfaces machined to true 
planes within plus or minus 0.001 in., 
and with a thickness equal to at least 
one third of the distance from the edge 
of the st)herical bearing to the most 
distant corner, sluill be placed between 
the splicrical bearing block and the 
capped specimen, 

(d) Speed of Tesimg—-Whm the load 
on the specimen e.xceeds approximately 
one half of the maximum load, the rate of 
loading shall be such that the load will 
be read- accurately. Preferaldy, the 
rate of loading should not exceed 2000 
psi, per min., but this requirement .may 
be considered as being met if the speed 
of the amoving head of' the testing 
machine during the application of the 
load is not more than 0.05 in. per min. 

Calculations and .Report 

12. (a) The compressive strength of 
each specimen ' shall be calculated as 
follows: 

Cora:oressive:strength, psi. — 


where: 

W =■ maximum load indicated by the 
testing machine, in pounds, 
and 

A = average of 'the gross areas of the; 
upper and lower bearing sur« 
faces of the specimen . in 
square inches. 

(b) The average compressive strength 
of all the specimens tested sliall be 
reported as the compressive strength of 
the lot of brick. 

Absorption 
Accuracy of Weighings 

13. The scale or balance used shall 
have a capacity of not less than 2000 g. 
and shall be sensitive to O.S g. 

24-hr, Submersion Test 
Test Specimens 

14. The test specimens shall consist 
of half brick conforming to the require- 
ments of Section 9. Five specimens 
shall be tested. 

Procedure 

15. (a) Drying~Tht test specimens 
shall be dried to constant w^eight in a 
ventilated oven at 110 to 115 C. (230 to 
239 F.). When cool, each specimen 
shall be weighed. 

Note 1.— It can be assumed that heating 
for 72 hr. at these temperatures will assure 
constant weight except for deaired brick or 
brick whose absorption is less than 8.0 per cent 
by 5-hr. submersion in boiling w'ater as deter- 
mined in accordance with Section 18 (6). 

Note 2. — Storage of brick, unstacked, with 
separate placement, in a ventilated room 
for a period of 4 hr., with a current of air from 
an electric fan passing over them for a period of 
at least 2 hr., will cool the specimens to approxi- 
mately room temperature. Specimens notice- 
ably warm to the touch should not be used for 
the absorption test. 

{b) Saturation. — The dry specimen 
shall be submerged, without preliminary 
partial immersion, in clean water (soft^ 
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distilIed,, or ra.m water) at 15.5 to '30C. 
(60 to 86 F.) for 24 hr. The specimen 
shall then be removed, the surface water 
wiped off wi til a- damp cloth,' and the 
specimen weighed. Weighing of any one 
specimen shall be completed within 5 
mm. after' removing the specimen from 
. 'the bath. . - 

Calculations and Report 

16. (a) The absorption of each speci- 
men shall be calculated as follows: 

Absorption, per cent «= 

Wi 

where: 

Wi = dry weight of the specimen, and 

1^2 = saturated weight of the specimen 
after 24-hr. submersion in cold 
water. 

(i) The average absorption of all the 
specimens tested shall be reported as the 
absorption of the lot of brick. 

5-Ar. Boiling Test 
Test Specimens 

17. The test specimens shall consist of 
half brick conforming to the require- 
ments of Section 9, Five specimens 
shall be tested. 

Procedure 

18. (a) The specimen which has been 
saturated 24 hr. in the cold-water sub- 
mersion bath shall be returned to the 
bath and subjected to a S-hr. boiling 
test as described in Paragraph (6). 

(J) The specimen shall be sub- 
merged in clear water (soft, distilled, or 
rain water) at 15.5 to 30 C. (60 to 
86 F.) in such a manner that water can 
circulate freely on aU sides of the speci- 
men. The water shall be heated to 
boiling within 1 hr., boiled continuously 
for S hr,, and then allowed to cool to 
IS.S to 30 C. (60 to 86 F.) by natural 
loss of heat for not less than 16 nor more 
than 18 hr. The specimen shall then be 


removed, the surface water wiped oH 
with a damp cloth, and the specimen 
weighed.. Weighing of any one speed* 
men shall be completed within 5 min. 
after .removing the specimen from the 
bath. 

Nox'E.— I f the tank; is ctinipped with a drahs 
so that water at 15.5 to 31) Ck (60 to 86 Ik) 
can be, passed through the iaitik continuously 
and at such a rate that a complete change of 
water takes place in not more than 2 min., 
w.eighi.ngs can be m.ade at the end of .1 hr. 

Calculations and Report 

T9, {a) The absorption of, each speci- 
men shall be calculated as follows: 

■ 100(PF, -iri) - 

Absorj>tion, per cent **. — — 

W I 

where: 

Wi —- dry weight of the specimen, and 
Wz— saturated weight of the specimen 
after 5-hr. submersion in boil- 
ing water. 

(b) The average absorption of all the 
specimens tested shall be reported as the 
absorption of the lot of brick. 

Saturation Coefficient 

20., The saturatio,n coefficient of each 

speci.men shall be calculated as follows: 

^ m^'Wi 

Satura't,ion coeincient « r- — 


Wi = dry weight of the specimen,' 

' -Wz — saturated weight of the , speci- 
men after 24Tir.. submersion in 
cold water, and 

PFs.— saturated we,i,ght of the' specK 
men after 5-hr. submersion in 
boiling water. , 

, Freezing,:'.anb.. Thawing 
Apparatus , , 

2L {a) Compressor^ Freezing Chamber^ 
and Circulator,— The. ,desigii and ca- 
pacity „of .the. freezing apparatus shall be 
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such that the air of the freezing chamber 
shall not exceed 16 F, (— 9 C.) 1 hr. 
after introducing the maximum charge 
of brick, initially at a temperature not 
exceeding 90 F, (32 C\). 

(/;) Trays and Cofdahiers,- The brick 

shall be set on edge in sliallow metal 
trays having an iiiskle depth of 1| dz 
in., and of suitable strength and. size 
so that . the tray with its charge of 
frozen brick can be' removed from the 
freezing chamber by one man. 

' ... , (c) Bahnce^—The scale or balance used 
shall have, a capacity of; not less than 
2000 g. and shall be sensitive to 0.5 g. 

■ (d) Drying OvepL—The drying oven 
shall provide a free circulation of air 
through the oven and sliali be capable of 
maintaining a tenipcralaire between 110 
and IIS C. (230 to 239 F.). 

(e) Thmmig Tank. -A tluiwing tank 
shall be provided of such dimensions as 
to permit the conii)letc subrnergciice of 
the specimens in their trays. Adequate 
means shall be providetl so that the 
water in the tank may be kept at a 
temperature of 75 zt 10 F. (24 rfc S.S C.). 

(/) Drying Room.- A room main- 
tained at a temperature of 75 ± 15 F. 
(24 rb 8 C.), with a relative humidity 
between 30 ainl 70 per cent, and free 
from drafts shall be provided for the 
air-drying prescribed in alte.rnate 
method B. 

Test Specimens 

22. The test si)ecimens shall consist 
of half brick with approximately plane 
and parallel ends resulting from the 
flexure test. The specimens shall be 
free from, shattering or unsoundness re- 
sulting from the tlexiire test or from the 
absorption tests (244ir. submersion test 
andS-hr. boiling test). Five specimens 
shall be tested. 

Method A ■ 

Procedure 

23. {a) The specimens ' that , have 


previously been subjected to the 24-hr. 
submersion test and to the S-hr. boiling 
test shall be dried as prescribed in 

Section 15 (a). 

{h) When cool, the specimens shall be 
weighed on a scale or -balance to the 

nearest 0.5 g. 

(c) The test specimens shall be im- 
mediately submerged, ' without ■ pre- 
liminary partial immersion, in the water 
of the thawing tank for 48 hr. before the 
start of the freezing-and-thawing test, 

(d) The test specimens shall be stood 
on edge in the trays so that a space of at 
least f in. separates the specimens. 
Sufficient water shall be poured into 
the trays so that each specimen stands 
in |-in. depth of water, and the trays 
and their contents shall be exposed to the 
temperature of the freezing chamber for 
20 hr, 

{e) The trays shall be removed from 
the freezing chamber after 20 hr. and 
shall be totally immersed with their 
contents in the water of the thawing 
tank for a time of 4 hr. 

(/) The specimens shall be frozen by 
the procedure prescribed in Paragraph 
(d) and thawed by the procedure pre- 
scribed in Paragraph (<?), three times. 
The test specimens shall then be dried 
by exposure for 24 hr. in the drying room 
followed by 72 hr. in the drying oven as 
prescribed in Paragraph (a). The test 
specimens shall be cooled, reweighed, 
immersed in water for 48 hr., and again 
subjected to three cycles of freezing and 
thawing in accordance with Paragraphs 
(d) and (e), 

(g) Alternations of drying, weighing, 
and submersion in water for 48 hr. fol- 
lowed by 3 cycles of freezing and thaw- 
ing shall be continued until a total of 
51 cycles of freezing and thawing has, 
been completed, unless the. test specimen 
has lost more than 3 per cent of its 
weight, calculated on the basis; of its 
original weight when dry, or has broken, 
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or has disintegrated, as judged by visual. 
Inspection, equivalent to more than 3 per 
cent loss before .completion of 51 cycles. 

Calculations and Report 

24. The loss in weight after 51 cycles 
shall be calculated as a percentage of 
the original .weight of the dried speci- 
men; or the number of cycles required to 
cause breakage or 1 per cent and 3 per 
cent loss in weight shall be reported. 

Method B 

Procedure 

25. {a) The initial drying of the test 
specimens shall be done as prescribed 
in Section 15 (a). 

(fe) The weight of the dried specimens 
shall be obtained as prescribed in 
Section 23 (&). 

{c) The test specimens shall be im- 
mediately submerged, without pre- 
liminary partial immersion, in the water 
of the thawing tank for 4 hr. before 
the start of the freezing-and-thawing 
test. 

(d) The test specimens shall be frozen 

by the procedure prescribed in Section 23 
{d) and thawed by the procedure pre- 
scribed in Section 23 (e), five times. 
Following the 4-hr. thawing after the 
fifth freezing, the specimens shall be 
stored for 40 hr. on the floor of the drying 
room. They shall not be stacked or piled, 
and there shall be a space of at least 1 in. 
between any two specimens. Following 
this period of air-drying, the specimens 
shall be inspected, submerged in the 
water of the thawing tank for 4 hr., and 
again subjected to 5 cycles of freezing 
and thawing in accordance with Section 
23.,Cd). and {e). ' , 

(e) Alternations of drying and sub- 
mersion in water for 4 hr., followed by 
5 cycles of freezing ■ and thawing shall- 
be continued until a total of 50 cycles of 
freezing .and thawing, has been com- 
pleted,- unless the test specimen ' has 


broken or appears to have lost more 
than 3 per cent of its original weight as 
judged by visual inspection. 

(/) After completio.ri of 50 cycles, or 
when the specimen is withdrawn from 
test as a result of evident disintegration, 
the specimen shall be dried in an oven 
as prescribed in Section 15 (a). 

Calculations and Report 

■ ■ ■ 26. The loss .in weight shall, be calcu- 
lated as a percentage of the , original 
'weight of the dried s.pec.imen, or the 
.number of cycles caus.i:ng, breakage .or 
withdrawal of the specimen shall be 
reported. 

Initial Ratic of Absorption (Suction) 
Apparatus 

27. The apparatus shall consist' of the 
following: 

■ (a) Trays or Containers. — Watertight 
trays or containers having an inside 
depth of not less than | in. and, of such, 
length and width that an ■ area of not 
less than, 300 sq.' in. of water surface is 
provided. ■ The bottom of the tray shall 
■provide a plane, horizontal . upper sur- 
.' face, , when suitably supported, so that 
an area .not less than 8 in, in length by 
6 in. in width will be level when tested 
by a spirit level. 

, (5) Supports for Brick.— Two non-, 
■corrodible ■ metal supports consisting, of. 
bars between 5 a.nd 6 in. in length, hav-, 
^ ing triangular, half-round,' or rectan- 
gular cross-sections such that the thick-' 
ness, (height) will be^ approximately 
. I'-'.in. The . thickness,, of the two .bars 
. shall agree within 0.001 in. and, if.,. the 
.bars- are rectangular , in cross-section, 
their width shall not exceed * 3 ^ in, 

" (c) Means for Maintaining Constant 
Water Level. Svdtzhh means for con- 
trolling the, water. level above the upper 
surface of the .supports for the brick 
'. within plus, or minus -0.01 in. (Note 1), 
..including ,. means for adding water to 
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the tray at a rate corresj3oiiding to the 
rate of removal by the brick undergoing 
test (Note 2). For use in checking the 
adequacy of the method of controlling 
the rate of flow of the added water, a 
reference brick or half brick shall be 
provided wliose clia|>lacemeiit in | in. 
of water corresponds to the brick or half 
brick to lie tested within plus or minus 
2.5 per cent. The reference brick shall 
be completely submerged in water for 
not less, than 3 hr. preceding its use as 
described in Section 3 (d), , 

, /NotE,!.— “A suitable means for obtaining 
tMs accuracy in control of the water level is 
provided by attaching to the end of one of the 
barSj two slid’ metal wires which project upward 
and return, terminating in points one of which 
is i O.Ot in. and the other I + 0.01 in. 
above the up|,H;r surface or edge of the bar. 
Such precise adjusf.mcnt is obtainalde by use of 
depth plates or a microinet<T microscope. 
When the water Icn el with respect to the upper 
surface or edge of the bar is adjusted so that the 
lower point ^‘dimples** liic water surface when 
viewed by retlecttHl light and the upper point is 
not in contact with the water, tlie water level 
is within the limits specitied. Any other 
suitable means for tixing and maintaining a 
constant depth of immersion may be used if 
equivalent accuracy is o!)taincd. As an ex- 
ample of such other suitable means there may be 
mentioned tlie use t>f rigiil supports movable 
with respect to the water level. 

Note 2. -“"A rublier tube leading from a 
siphon or gravity fc;cd ami closed by a spring 
clip will provide a suitable manual control. 
The so-called ‘'chicken feed*' devices as a rule 
lack sensitivity and do not operate with the 
very small changes in water level permissible 
in this test. 

(d) Balanre.- -A scale or balance hav- 
ing a capacity of not less than 3000 g. 
and sensitive to 0.5 g. 

(e) Drying Oven. — A drying oven con- 
forming to the requirements of Section 
21(d). 

(/) Constanl Tempvralure Room.— A 
room maiiitainccl at a temperature of 
70d:2.5F. (21 ±„L4C). •' 

ig) Timing DcAnce—A suitable timing 
device, preferably a slop watch or stop 


clock, which shall indicate a time of 
1 min. to the nearest second. 

Test Specimens 

28. The test specimens shall consist 
of whole brick or of half brick conform- 
ing to the requirements of ’Section 9.;, 
Five specimens shall be tested. 

Procedure 

29. (a) Drying, — ^Ilie test specimens 
shall be dried in accordance with Section 
15 {a). 

(6) Cooling— Mtti drying, the test 
specimens shall be cooled in the constant 
temperature room (Section 27 (/)) by 
storage, imstacked, with separate place- 
ment for a period of at least 4 hr. 

(c) Measurement and WeigJting . — ^The 
length and width of the flatwise surface 
of the test specimen which will be in 
contact with the water shall be measured 
to the nearest 0.05 in. The specimen 
shall be weighed to the nearest O.S g. 

(d) Adjustment oj Water Level . — ^The 
tray for the absorption test shall be set 
up in the constant temperature room. 
The position of the tray shall be adjusted 
so that the upper surface of its bottom 
shall be level when tested by a spirit 
level and the saturated reference brick 
(Section 27 {c)) shall be set in place on 
top of the supports. Water shall be 
added until the water level is | =1= 0.01 
in. above the top of the supports. 

(e) Absorption and Reweighing. — 
After removal of the reference brick, 
the test brick shall be set in place flat- 
wise, counting zero time as the moment 
of contact of the brick with the water. 
During the period of contact (1 min. 
dz 1 sec.) the water level shall be kept 
within the prescribed limits by adding 
water as required. At the end of 1 
min. zb 1 sec., the brick shall be lifted 
from contact with the water, the surface 
water wiped off with a damp cloth, and 
the brick reweighed to the nearest 0.5 
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g. Wiping shall be completed within 10 
sec. of removal from contact with water 
and weighing 'shall be completed within 
2 min. 

. N0TE.-“I1acin.g of' tlie brick in contact with 
■ the water shall be done quickly but without 
splashing. Setting the brick, in position with a 
rocking motion will avoid the entrapping of . 
air on : its under surface. Brick witli frogs or , 
depressions in one flatwise surface shall be 
tested with the frog or depression uppermost. 

Calculations and Report 

30. (a) The difference in weight in 
grams between the initial and final 
weighings is the weight in grams of water 
absorbed by the brick during 1 -min. con- 
tact wdtli water. If the test specimen 
is a whole brick and the area of its 
flatwise surface (length times width) 
does not differ more than plus or minus 
0.75 sq. iru (plus or minus 2.5 per cent) 
from 30 sq. in., tlie gain in weight in 
grams shall be reported as the initial 
rate of absorption in 1 min. 

(J) If the test specimen is not a whole 
brick or the area of its flatwise surface 
differs more than plus or minus 0.75 
sq. in. (plus or minus 2.5 per cent) from 
30 sq* in., the gain in weight shall be 
calculated to the equivalent for 30 sq. in. 
as follows: 

_ 30 W 
^ LB 

where: 

X ~ gain in weight corrected to basis 
of 30 sq. in. flatwise area, 

W == actual gain in weight of specimen 
; in grams, 

£ = length of specimen in inches, and 
B = width of specimen in inches. 

The corrected gain in weight, X, 
shall be reported as the initial rate of 
absorptio,n- in 1 min. , 

(c) If the test specimen is a cored 
brick, the net area shall be calculated 
and substituted for LB in the formula 


given in Paragraph (6). The corrected' 
gain, in weight shall be reported as the 
initial rate of absor|)lic)ti in 1 mim 

Eeelokicsci'.nck 

Apparatus 

31. The apparatus sliall consist of the 

following: 

(a) Trays and Coniaimrs. — Water- 
tight shallow pans or trays made of metal 
or other material that will not. provide 
soluble salts when in contact with dis- 
tilled wmter. containing ,leaclii,ngs from 
brick. ' The pan shall be of such dimen- 
sions that it will provide not less than a 1- 
in. depth of water. Unless the pan pro- 
vides an area such that the total volume 
of water is large in comparison with the 
amount evaporated each day, suitable 
apparatus shall be provided for keeping 
a constant level of water in the pan. 

(i) Drying Roam,- • -A dryiiig room 
conforming to the requirements of Sec- 
tion 21 (/*). 

■ (c) Drying Oven, — A drying oven 'Con- 
forming to the requirements of Section 
21 id). 

Test Specimens 

„ 32, (a) Ten diy full-size brick shall be 

tested. 

(b) The ten specimens shall be. sorted 
into' five pairs, so that both specimens of 
each pair will have the same ,appearance, 

. as nearly as possible. 

■ Preparation of Specimens 

33. The specimens shall be tested as 
received, except that any adhering dirt 
that might be m,ista'ken for e,fllorescence 

,, shall be removed by brushing. 

Procedure 

34. ■ (a) One specimen, from each of the. 
five pairs shall be set on )end, partially 
immersed in' distilled water to, a depth 
of approximately 1 in., for 7 days in the 
drying room.; When several specimens 
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are tested in the same container, the 
individual specimens shall be separated 
by a space of at least 2 in. 

Ncki’E !.— IVbsiirig specimens from different 
sources simuliaiieoiisly in the same container is 
not n'conmKiHliTl, because specimens witliacon^ 
sidcrabic content of soiublc sails may contami- 
nate the salJ-free specimens. 

Note 2.'' -Hie pans or trays should, be emp- 
tied anci cleaned after each test. 

(b) The second specimen from each 
of the iive pai.rs shall be stored in the 
drying room without contact with water. 

: (c) At the end of 7 days, the first 
set.'.of specimens shall.be inspected and 
both sets shall, then be dried in the dry- 
ing oven for 3 days. 

Note 3.- - A drying period of 24 hr. is suffi- 
cient for ilit^ purpose (if an cltlorescence test. 
A 3-day period of drying prepan^s the specimens 
for the other tests (modulus of rupture, com- 
pressive strength, absiirplioii, and initial rate of 
absorption) that may be S|,)cciiled, 


Examination and Rating 

35. After drying, each pair of specimens 
shall be examined and compared, observ- 
ing the top and all four faces of. each 
specimen. If there is no observable 
difference due to efflorescence, the rating, 
shall be reported as efflorescence3^ 
If any difference due to efflorescence is 
noted, the specimens shall be viewed 
from a distance of 10 ft., under an 
illumination of not less than 50 foot- 
candles, by an observer with normal 
vision. If under these conditions no 
difference is noted, the rating shall be 
reported as “slightly effloresced.” If a 
perceptible difference due to efflorescence 
is noted under these conditions, the 
rating shall be “effloresced.” The ap- 
pearance and distribution of the efflo- 
rescence shall be recorded. 
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This Standard of the American Society for Testing Materials is issued under 
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adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. {d) These specifications cover 
structural clay load-bearing v/all tile 
made from surface clay, shale, fire clay, 
or mixtures thereof. Two grades of 
tile are covered, as follows: 

Grade LB X . — Suitable for general 
use in masonry construction and 
adapted for use in masonry exposed 
to weathering, provided they are 
burned to the normal maturity of the 
clay. They may also be considered 
suitable for the direct application of 
stucco. 

Grade ijB.— Suitable for general use 
in masonry where not exposed to frost 
action, or for use in exposed masonry 
where protected with a facing of 3 in. 
or more of stone, brick, terra cotta, or 
other masonry. 

(6) If tile having a particular color, 

i Under the standardization procedure of the Society, 
thcsj specifications are under the jurisdiction of the 
A.S.T.M. Committee G-IS on Manufactured Masonry 
Units. 

* Prior to their present adoption as standard, these 
specifications were published as tentative from 1921 to 
1926, being revised in 1924 and 1926. They were adopted 
in 1926, revised in 1927, 1930, and 1931, but withdrawn and 
replaced in 1934 by C 34 -34 T which were published as 
tentative from 1933 to 1936, being revised in 1934,1935, and 
1936. 


texture, or finish, are desired, these fea- 
tures should be specified separately by 
the purchaser (see J 'explanatory Note 1). 

Physical Properties 
2. (a) Structural clay load-bearing 
wall tile shall conform to the ' require- 
ments as to physical properties for the^ 
grade specified as prescribed in Table I. 


TABLE I.-PHYSICAL REQUIREMENTS. 


Grade 

Absorption,® 
per cent 

Compressive Strengtlr 
(Based on Gross Area), 

1 psi. 

End-Con- 

struction 

Tile 

Side-Con- 

struction 

Tile 

Average of 
Five Tests 

Individual 

Maximum 

Individual 

Minimum 

Minimum 
Average of 
Five Tests 

Individual 

Minimum 

Minimum 
Average of 
Five Tests 

Individual 

Minimum 

LB X i 
LB 

S to 16 

5 to 25 

19 

28 

4 

4.,. 

ii 

oo 

1000 

700. 

700 

700 

500 

500 


® The range in percentage absorption for tile delivered 
to any one job shall be not more than 12. 

^ Gross area of a unit shall be the total area including 
cells of a section perpendicular to the dirccticm of loading. 
Re-entrant spaces are included in the gross area,, unless 
these spaces are to be occupied in masonry by portions, of 
adjacent units, 

(6) Tile of grade LB' X shall Le ac-: 
cepted under all conditions in lieu of 
.grade LB.-, ■ 


■ T92 

A “tentative revision” of this standard appears in the' Tenta- 
tive Revisions of Standards section at the back of this book. 
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((t) End-construclion tile are tile de- 
signed to be placed in llu: wall with axes 
of the colls vcrfical. Side-construction 
tile arc tile dcsigru'i! to be placed in the 
wall with the axes of the cells horizontal. 
Where end-const ruction tile are used on 
the side they shall conform to the re- 
quirements of side- const ruction t ile and 
nice versa. 

(d) Bonding file shall he so designed 
as to provide recesses for header brick 
courses when laid up in brick-faced walls. 

Number of Cells 

3. (a) Load-bearing tile shi'll con- 
form to the following re(|uircments as to 
minimum number of cells" in the direc- 
tion of wall thickness (see F,x])lanatory 
Note 2 for ajspro.ximate weights of tile): 

Nominal Hori/ontal Mininuuti Number 

Thick iiesH til ’file til Cells'* in 

as i-aui in DiinMitm itf Wail 

Wall, in Tlilckness 

4 1 

Cl. 2 

2 

10 .. 2 

12 ........ « 3 

** Cells arc liolltw spaces c m-loHetl within the iierlme- 
it! of the txinht shells, nnd having a minimum dimen- 
sion of not ins than S In, am! a cioss-sccthmal area of not 
less than I sq. In. 

(b) In double-sbell tilcj the two voids 
between exterior and interior shells on 
either side of the file shall be considered 
as one cell in tliicknthss of wall when their 
combined wddtli is not less than I in., 
provided the sliort welis between the. 
inner and outer shells are not greater in 
number or iliickness than tlie long trans- 
verse webs holding the inner shells. 

(c) Re-entrant spaces not less than 1 
in. in depth and not less than 1 sq. in. 
in area, which form cells when the units 
are laid in the walls, shall be considered 
as cells in the direction of wall thickness, 
but not in the units. 

Shell and Web Thickness 

4* (a) The average over-all thickness 
of the shells, measured between the inner 


and extreme outer -surfaces of end-con- 
struction load-bearing tile, shall be not: 
less than | in., except that in double- 
shell tile the combined average over-all 
thickness of the- inner and outer shell 
shall be not less than f,in. The thick- 
ness of the webs shall be not less than | 
in. 

(/;) The average over-all thickness of 
the shells, measured between the inner 
and extreme outer surfaces of side-con- 
struction load-bearing tile, shall be not 
less than | in., except that in double- 
shell tile the combined average over-all 
thickness of the inner and outer shell 
shall be not less than | in. The thick- 
ness of the webs shall be not less than 

i in- 

(c) The width of any cell in side- 

construction tile, measured in the direc- 
tion of wall thickness, shall not exceed 
four and one half times the average over- 
all thickness of either the upper or 
lower bearing shells. If no cell in side- 
construction tile, measured in the direc- 
tion of the wall thickness, exceeds four 
times the average over-all thickness of 
either the upper or lower bearing shells, 
the requirements for minimum shell 
and web thickness specified in Para- 
graph (b) shall be waived. 

(J) The thickness of bonding and 
other types of tile manufactured for use 
in combination with brick or other 
materials may vary from the nominal 
thicknesses indicated in Section 3, as 
required by construction requirements. 

Permissible Variations in Dimensions ■ 

5. No over-all dimension shall vary 
more than 3 per cent over or under the 
specified dimension for any form or size 
of tile. 

Scoring 

6. Surfaces of all tile intended for the 
direct application of plaster or stucco 
shall be scratched 'or scored. When 
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scored^ each groove shall be not less than 
J nor more than | in. in depth, nor 
more 'than 1 in. in width. The area 
covered by the grooves shall not exceed 
50 per cent of the area of the scored 
faces. 

Marking 

7. All load-bearing wall tile shall bear 
the word ^Toad-Bearing/’ or LB X or 
LB, and the name, initials, or trade 
mark of the manufacturer. These 
marks shall be indented on the exterior 
of the tile and shall be legible. 

Visual Inspection 

8. {a) All tile shall be reasonably free 
from laminations and from cracks, 
blisters, surface roughness, and other 
defects that would interfere with the 
proper setting of the tile or impair the 
strength or permanence of the con- 
struction. 

(5) When unscored (smooth) tile are 
specified, the requirements, except as to 
scoring, shall be the same as for scored 
tile. If closer tolerances on dimensions 
and on freedom from belt marks, chips, 
surface discolorations, and roughness 
are desired, such requirements shall be 
clearly defined in supplementary speci- 
fications. 


Rejection 

9. In case the shipment fails to con- 
form to the requirements for the grade 
specified, the manufacturer may sort it, 
and new specimens shall be selected by 
the purchaser from the retained lot: and 
tested' at the expense of the manu- 
facturer,' In case the second . set of, 
specimens fails to meet the requirements, 
the entire lot shall be rejected. 

Expense of Tests 

10. Except as specified in Section 9, 
and unless otherwise agreed, the ex- 
pense of inspection and testing shall be 
borne by the purchaser. 

Sampling and Testing 

1 1 . (a) The purchaser or his author- 
ized representative shall be accorded 
proper facilities for sampling and inspec- 
tion of units both at the place of manu- 
facture and at the site of the work. At 
least ten days from the time of sampling 
should be allowed for completion of the 
tests. 

{b) Tile shall be sampled and tested 
in accordance with the Standard 
Methods of Sampling and Testing Struc- 
tural Clay Tile (A.S.T.M. Designation:, 
C 112) of the American Society for 
Testing Materials,® 


Explanatory Notes 


Note 1.— Color of tile varies with the type 
of clay used and degree of burning; hence, it 
cannot be taken as indicative of classification 
until after it has been related to absorption and 
strength by; actuaT tests. 

Note 2.— The following average weights of 
structural clay load-bearing wall tile are given 

“Appears in this publication, see Contents in Numeric 
Sequence of A S.T.M. Designations at front of book. 


only as information: 

Nominal Horizontal 

Thickness of Tile , Average Weight, 

as Laid in lb. per sq. ft. 

Wall, in. of tile® 

4 ...........20 ■ 

6 .,..30. 

8.' ...............36 

10 .....42 

12 ........ 52 ■■ 


® The .weights given.'in the above table are for scored 
tile. If any of the faces are .not scored, the weights .are 
increased 1 lb. per sq. ft. of unscored area. 
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Standard Sped ficafions for 
STRUCTURAL CLAY NON-LOAD-BEARING TILE‘ 



A.S.T.M. Designation: C 56 -41 
Adopted, 1936; Revised, 1939, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 56; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) These specifications cover 
structural clay noii-load-bearing tile 
(partition, fireproofing, and furring) 
made from surface clay, shale, fire clay, 
or mixtures thereof. One grade of 
tile is covered, designated grade NB. 

(&) Fireproofing tile intended for use 
in load-bearing maso:nry shall conform 
to the Standard Specifications for Struc- 
tural Clay .Load-Bearing Wall Tile 
(A.S.T.M, Designation: C 34) of the 
American Society for Testing Mate- 
rials.® 

{c) If tile having a particular color 
(Note), texture, or finish are desired, 
these features should be specified sep- 
arately by the purchaser. 

Note,— C olor of tile varies with the type 
of clay used and degree of burning; hence, it 
.cannot be taken as Indicative of classification 


1 Under the standardization procedure of the Society, 
these ' specificatio,ns are under the jurisdiction of the 
A.S.T.M. Committee C-IS on Manufactured Masonry 
Units. , 

, 2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1924 to 
:1930, being revised in 1926, 1927, 192S. and 1930. They 
were .adopted. in 1930, revised in 1931, but .withdrawn and 
replaced In 1934 by .C 56 ■“34 T which was published as 
tentative from 1933 to 1936, being revised in 1934, 1935, 
and 1936. 


until after it has been related to absorption by 
actual tests. 

Absorption 

2. Structural clay non-load-bearing 
tile shall conform to the following re- 
quirements as to absorption: 



Absorption,® per cent 

Grade 

Average 

Individ- 

Individ- 

j 

of' 1 

ual 

ual 


Five Tests 

Maximum 

Minimum 

NB 

5 to 25 

28 

4 


" The range in percentage absorption for tile delivered 
to any one job shall be not more than 12. 


Number of Cells and Weights 

3. (a) Partition and split furring tile 
shall conform to the requirements pre- 
scribed in Table I as to total number of 
cells, number of cells in the direction of 
wall thickness, anddry weights per square 
foot of tile. 

(6) The requirements for ..minimum 
weights of structural clay ..non-load- 
bearing tile shall :be. waived .if the.' over- 
all thickness of the shells, measured be- 
tween the inner and extreme outer sur- 


^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book, 
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faceSj is not less ' .than | in. and the thick-' 
ness of the webs is' not; less than | in. 


TABLE I.-NUMBER OF CELLS AND WEIGHT OF 
TILE. , 



Minimum 
Number of 
Cells 

Minimum 
Weight,® lb. per 
sq. ft, of tile 

Dimension S| 

, in. , 

In 

Unit 

In 

Direc- 
tion of 
Wall 
Thick- 
ness 

Aver- 

age 

Individ- 

ual 


Partition Tile 


2' by 12 by 12...... 

1 '3 

1 

14 

13 

3 by 12 by 12...... 

3 

1 

15 

14 

4, by 12 by 12. ... . . 

3 

1 ' 

16 

15 

6 by 12 by 12, .... . 

3 

1 

22 

21 

6 by 12 by 12 

■ 4 

2 

25 

24 

8 by 12 by 12 ..... . 

4 

2 

30 

28 

in by 12 by 12. 

4 

2 

35 

33 

12 by 12 by 12 

4 

2 i 

40 

38 


Split Furring Tile 


IJ^ by 12 by 12 ....,,. 

3 


7H 

7 

2 by 12 by 12.,.,. . 

3 


8 

7H 


“ The weights given in the table are for scored tile. 
If any of the faces are unscored, the weights shall be in- 
creased O.S lb. per square foot of unscored area. 


Permissible Variations in Dimensions 

4. No over-all dimension shall vary 
more than 3 per cent over or under the 
specified dimension for any form or size 
of tile. 

Fireproofing Tile 

5. Tile intended for use in fireproofing 
structural members shall be of such 
sizes and shapes that they can be erected 
to cover completely the exposed sur- 
faces of the members. 

Scoring 

6. Surfaces of all tile intended for the 
direct application of plaster or stucco 
shall be scratched or scored. When 
scored, each groove shall be not less than 
I nor more than in. in depth, nor 
more than 1 in. in width. The area 
covered by the grooves shall not exceed 
50 per cent of the area of the scored 
faces. ■ 


Marking 

7. All non-load-bearing tile shall bear 
the name, initials, or trade mark of the 
manufacturer. These marks 'shall be 
indented on the exterior of the tile and 

shall be legible. 

Visual Inspection 

8. (a)' All tile shall be reasonably free, 
from laminations and from cracks,' blis- 
ters, surface roughness, and other de- 
fects that would interfere with the proper 
setting of the tile or impair the strength 
or permanence of the construction. 

(h) When unscored (smooth) tile are 
specified, the requirements, except as to 
scoring, shall be the same as for scored 
tile. If closer tolerances on dimensions 
and on freedom from belttn.arks, chips, 
surface discolorations, and roughness are ■ 
desired, such requirements ■ shall be 
clearly defined in supplementary speci- 
fications. 

Rejection 

9. In case the shipment fails to con- 
form to the requirements, the manu- 
facturer may sort it, and new specimens 
shall be selected by the purchaser from 
the retained lot and tested at the expense 
of the manufacturer. In case the second 
set of specimens fails to meet the re- 
quirements, the entire lot shall be re- 
jected. 

Expense of Tests 

10. Except as specified in Section 9,. 
and unless otherwise agreed, the expense 
of inspection and testing shall be borne 
by the purchaser. 

Sampling and Testing 

11. (a) The purchaser or his author-, 
ized representative shall be,, accorded 
proper facilities ,for sampling and, inspec-': 
tion- of units both at the place of manu- 
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faeture and at the site of the work. At accordance with the Standard Methods 
least ten days from the time of sampling of Sampling and Testing Structural 
should be allowed for completion of the Clay Tile (A.S.T.M. Designation : C 112) 

of the American Society for Testing 
(b) Tile shall be sampled and tested in Materials.® 
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Standard Specifications fior 
STRUCTURAL CLAY FLOOR TILE" 



A.S.T.M. Designation: C 57 - 39 

Adopted, 1936; Revised, 1939.* 

Reapproved in 1944 Without Change- 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 57; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) These specifications cover 
structural clay floor tile made from 
surface clay, shale, fire clay, or 
mixtures thereof. Two grades of tile 
are covered, designated grade FTl and 
grade ’FT2. Both grades are suitable 
for use in flat or segmental arches or in 
combination tile and concrete ribbed- 
slab construction, 

(Z>) If tile having a particular color 
(Note), texture, or finish are desired, 
these features should be specified sepa- 
rately by the purchaser- 

Note — Color of tile varies with the type 
of clay used and degree of burning; hence, it 
cannot be taken as indicative of classification 
until after it has been related to absorption and 
strength by actual tests. 

Physical Properties' 

2, (a) Structural clay floor tile shall 
conform to the requirements as to 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-15 on Manufactured Masonry 
Units. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1924 to 
1927, being revised m 1927. They were adopted in 1927, 
revised in 1930 and 1931, but withdrawn and replaced in 
1934 by C 57 - 34 T which was published as tentative from 
1933 to 1936, being revised in 1934, 1935, and 1936. 


physical properties for the grade specified 
as prescribed in Table I. 

(J) End-construction floor tile are 
tile designed to resist forces applied in 
a direction parallel to axes of the cells. 
Side-construction floor tile are tile de- 


TABLE I.-PHYSICAL REQUIREMENTS. 



Absorption,** 

Compressive Strength 
(Based on Net Area),® 
psi. 

Grade | 

per cent 


End-Con- 

struction 

Tile 

Side-Con- 

struction 

Tile 


Average of 
Five Tests 

Individual 

Maximum 

Individual 

Minimum 

Minimum 
Average of 
Five Tests 

Individual 

Minimum 

Minimum 
Average of 
Five Tests 

Individual 

Minimum 

FTl 

FTZ 

1 5 to 25 

5 to 25 

25 

25 

4 

4 

3200 

2000 

2250 

1400 

1600 

1200 

1100 
850 , 


® The range in percentage absorption for tile delivered 
to any one job shall be not more than 12, 

® Net area of a unit shall be taken as the area of solid 
material in shells and webs actually carrying stresses in a 
direction parallel to the direction of loading. 


signed to resist forces applied in a 
direction perpendicular to axes of the 
cells. Where , end-construction ; tile, ' are ■ 
used on the side, they shall conform to 
the requirements of side-construction 
tile and vice versa. 
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A f ‘'tentative revision’* of this standard appears in the Tenta« 
tive Revisions' of Standards, section at the .haeh: of this' book. 
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Number of Cells and Weights 

3. (a) Flat an,d segmental arch tile 
shall conform to the requirements pre- 
scribed ill Table II as to number of cells 
in the depth of arch j and average dry 
weights per square foot of tile* 


table II.-NUMBER OF CELLS AND WEIGHT OF 
TILE FOR USE IN ARCHES. 

:Depth of Arch, in, ' 

Minimum 
Number 
of Cells in 
Depth of 
Arch 

Average Dry 
Weight, lb, per sq. 
ft. of tile 

Minimum | hlaximum 

Flat Arch Tile 

6. 

1 

i . 25 

29 

7..... 1 

1 

1 28 

34 

8,.... ^ 

2 

30 

36 

9... 

2 

31 

I 37 

10... 

2 

33 

39 

11 

2 

36 

43 

12.... 

,2 

38 

45 

13. 

3 

41 

48 

14 

3 

44 

52 

15 

3 

45 

53 

16 

3 

49 

58 

Segmentat. Arch I'cle 

6 

2 

28 

34 

8 ■ 

2 

34 

40 


(J) Tile designed to resist stresses in 
combination tile and concrete ribbed- 
slab' construction shall conform to the 
requirements prescribed in Table III as 
to, number of cells in the direction of 
depth of slab, and average dry weights 
per square foot of tile. 

(c) The requirements for . minimum 
weights of structural clay floor tile shall 
be waived, if the over-all thickness of the 
shells^ measured between the inner and 
extreme outer surfaces, is not less than 
f in. and the thickness of the webs is not 
less than i in. 

Permissible, Variations in Dimension 

4. No :over-aIl dimension shall vary 
more than 3 per cent over or under the 
specified dimension for any form or size 
of tile. 


Visual Inspection 

5. All tile shall be reasonably free 
from laminations and from, cracks, 
blisters, surface roughness, and other 
defects that would interfere with the 
proper setting of the tile or impair the 
strength or permanence of the com 
struction. 


TABLE III.— NUMBER OF CELLS AND WEIGHT OF 
TILE FOR SLAB CONSTRUCTION. 


Thickness of Units, 
in. 

Minimum 
Number 
of Cells" in 
Thickness 

Average Dry^ 
Weight, lb. per sq. 
ft. of tile 


of Tile 

Minimum 

Maximum 

3 

1 

13.5 

16.5 

4 

1 

14.5 

17.5 

5 

1 

17.0 

21.0 

5 

2 

20.5 

25.5 

6 

1 

20.0 

24.0 

6 

2 

■ '22.5 

27.5 

7 

1 

21.5 

26.5 

7 

2 

24.5 

29,5 

8 

1 

24.5 

29.5 

8 

2 

26.0 

32.0 

9 

2 

28.0 

34.0 

9 

3 

32.5 

39.5 

10 

2 

29.5 

36.5 

10.. 

3 

34.0 

42.0 

12 

2 

36.0 

44.0 

12 

3 

40.5 

49.5 


® Cells are hollow spaces enclosed within the perimeter 
of the exterior shells, and having a minimum dimension of 
not less than | in. and a cross-sectional area of not less 

than 1 sq. in. 

^ The weights given in the table are for scored tile. 
If any of the faces are unscored, the weights shall be in- 
creased 0.5 lb. per sq. ft. of unscored area. 


Scoring 

6. Surfaces of all tile intended for 
the direct application of plaster shall 
be scratched or scored. When scored, 
each groove shall be not less than J nor 
more than in. in depth, and not more 
than 1 in. in width. The area covered 
by the grooves shall not exceed SO per 
cent of the area of the scored faces. 


MarMng 

7. All floor tile shall bear the name, 
initials, or trade mark of the : manu-' 
facturer. These marks ■ shall be in- 
dented on the exterior of the tile and 
shall be legible. 
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Rejection 

■ ■ 8. In case ^ the shipment fails to con- 
form to the requirements for the grade 
specifiedj the manufacturer may sort it, 
and new specimens shall be selected 
by the purchaser from the retained lot 
and tested at the expense of the manu- 
facturer, In case the second set of 
specimens fails to meet the require- 
ments, the entire lot shall be rejected. 

Expense of Tests 

9. Except as specified in Section 8, 
and unless otherwise agreed, the expense 
of inspection and testing shall be borne 
by the purchaser. 


Sampling and Testing ' 

10. The purchaser or Hs author- 
ized representative shalL be accorded 
proper facilities for sampling and inspec- 
tion of units both at the place of manu- 
facture and at the. site .of the work.. At 
least ten days from the time of sampling 
should be allowed for completion of the 
tests. 

(b) Tile shall be sampled and tested 
in accordance ■ with ■ the' Standard 
Methods of Sampling and Testing Struc- 
tural Clay Tile' (A.S.T.M. Designation: 
C 112) of the American Society for 
Testing Materials.^ 


3 Appears in tins publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



, APPROVED AS 

American STANDARD 

SY the AMERICAN STANDARDS ASSOCUTIOW 
ASA NO.: A83.1-1942 


Standard Methods of 

SAMPLING AND TESTING STRUCTURAL CLAY TILE» 

A,S.T.M. Designation: C 112 - 35 
Adopted, 1936.® 

Reapproved in 1944 Without ChangGo 

TMs Standard of the American Society for Testing Materiais is issued under 
the fixed designation C 112; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

L These methods cover procedures 
for the sampling and testing of structural 
clay tile for weight determinations, com- 
pressive strength, absorption, and freez- 
ing and thawing. 

Definitions of Terms 

2. The Standard Definitions of Terms 
Relating to Methods of Testing 
(A.SXM, Designation: E6) of the 
American Society for Testing Materials^ 
shall be considered as applying to the 
terms used in these methods. 

Sampling 


pressive strength, absorption, and 
freezing-and-thawing tests, at least five 
tile shall be selected from each kiln or 
from each lot of 100 tons or fraction 
thereof. In no case shall less than five 
tile be taken. Additional specimens 
may be taken at the discretion of the 
purchaser. 

Identification 

5. Each specimen shall be marked so 
that it may be identified at any time. 
Markings shall not cover more than 
5 per cent of the superficial area of the 
specimen. 


Selection of Test Specimens 

3, For purpose of tests, full-size tile 
shall be selected by the purchaser or by 
his authorized representative. Speci- 
mens shall be representative of the whole 
lot of tile from which they are selected. 

Humber of Specimens 

4. For the weight determination, com- 


i Under tlie standardization procedure of the Society, 
these methods are under the junsdiction of the A.S.T.M. 
Committee C-IS on Manufactured Masonry Units. . 

* Prior to adoption as standard, these methods were 
published as tentative from 1934 to 1936, being revised in 
1935 and 1936. 


Weight Determination 
Test Specimens 

6. Five full-size tile shall be tested. 
Procedure 

7. The five tile specimens, if not 
in kiln-dry condition, shall be dried to 
constant weight in a ventilated oven at 
110 to 115 C. (230 to 239 F.) and shall 
then be weighed separately. The bal- 
ance used shall be accurate to within 
0.5 per cent of the weight of the smallest 
specimen tested. 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 
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A “tentative revision” of tMs standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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Calculations and Reports 

8. (d) The weight: per unit .area of a 
tile' specimen shall be; calculated by 
dividing the total weight in pounds by 
the average area in square feet of the 
two faces of the tile as laid in the 
masonry, , 

(J) The results shall be reported 
separately for each tile with the average 
for the five tile. 

COBCFRESSIVE SXEENGTH 
Test Specimens 

9. Five dry full-size tile shall be 
tested. 

Capping Test Specimens 

10. (a) Bearing surfaces of the test 
specimens and portions adjoining them 
which are liable to absorb water from the 
plastic capping mortar shall be coated 
with shellac and allowed to dry. A 
quantity of plastic mortar, made of un- 
retarded gypsum (plaster of Paris) 
mixed with sufficient water to spread 
evenly, shall be placed on a plane surface 
which has been coated with oil The 
surface to be capped shall be placed on 
this mortar, and the specimen, so held 
that its axis is at right angles to the 
capping surface, shall be firmly pressed 
down with a single motion. 

(&) The average thickness of the cap 
after the extruded capping mortar has 
been removed and the edges trued shall 
be not more than | in. Patching of 
caps after setting shall not be permitted. 
Imperfect caps shah be removed and 
replaced with new ones. 

(c) When specimens have portions of 
bearing surfaces in different planes, 
these surfaces shall be made plane and 
approximately parallel by- means of a 
filling of mortar composed of one part 
by weight of a quick-hardening cement, 
conforming to the requirements for type 


III cement in the Standard Specifications 
for Portland Cement (A.S.T..M. J3esig!ia- 
tion: C ISO) of the American Society for 
Testing Materials,^ and two parts of sand. 
The filling shall be .aged for 1 day, after 
which the specimens ahall be capped as 
specified in Paragraph (a), 

(d) The caps shall be aged at least 
2 days before the specimens are . tested. 

Procedure 

11. (a) Position of Specimens , — All 
specimens shall be tested in a position 
such that the load is applied in the same 
direction as in service. 

(&) Testing Machine,— ThQ testing 
machine shall conform to the require- 
ments of the Standard Methods of 
Verification of Testing Machines 
(A.S.T.M. Designation: E4) of the 
American Society for Testing Materials.® 

(c) Bearing ' Block —The upper bear- 
ing shall be a spherically seated, hard- 
ened metal block firmly attached at the 
center of the upper head of the machine. 
The center of the sphere shall lie at the 
center of the surface of the block in 
contact with the specimen. The block 
shall be closely held in its spherical seat, 
but shall be free to turn in any direction. 
The diameter of the bearing surface 
shall be at least 6 in. A hardened metal 
bearing block shall be used beneath the 
specimen to minimize wear of the, lower 
platen of the machine, . The bearing 
block surfaces intended for contact 
with the specimen should have a hard- 
ness not less than C60- Rockwell number 
(Brinell number 620). These surfaces 
shall not depart from plane surfaces by 
more than 0.001 in. .When the bearing 
area of the spherical, bearing block is 
not sufficient to cover the area , of the 
sp.ecimen,, ,',a steel plate .with surfaces 
machined to true, planes within plus, or 
minus, 0.001 in., .and with .a thickness 
equal to at least one-third of the distance 
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from the edge of the spherical bearing 
to the most distant comer, shall be 
placed between the spherical bearing 
block and the capped spcciraen. 

(d) Speed of Testing.— TI iq speed of 
the moving head of the testing machine 
shall be iK)t more than 0,05 in, per min. 

Calculations and .‘Report 

12, (a) Tlie compressive strength of 
load-bearing wall tile shall be taken, as 
the maximum load in pounds, divided 
by the gross cross-sectional area of the 
tile in square inches, The gross area of 
a tile is the total area of a section per- 
pendicular to the direction of the load, 
including areas within cells and within 
rc-entrant spaces unless these spaces are 
to be occupied in the masonry by por- 
tions of adjacent masonry, 

(b) TIui compressive strengths of floor 
tile ami nori-kiadd, rearing tile shall be 
taken as the maximum load in pounds, 
divided by the net cross-sectional area 
in square inches, dlic net area of a tile 
is tlie area of the fired clay in the section 
of minimum arm taken perpendicular 
to the direction t)f the load, 

(c) The results shall be reported 
separately for each tile, with the average 
for the five tile, 

AnsoiiPTiON 
Test Specimens 

13, The specimens for the absorp- 
tion test sliall consist of five . tile or 
three rejiresentative pieces from each 
of these five tile. If small pieces are 
used, two shall be taken from the shell 
and one from an interior web, the weight 
of each piece to be not less than 227 g. 
(0,5 11)4* The specimens shall have 
had their rough edges or loose particles 
ground of! and lie free from cracks from, 
the failure of tlie tile in compression, 
where taken from tile which have. been 
subjected to strength tests. 


Accuracy of Weighings 

14. The balance used shall be, sensi- 
tive to within 0.2 per cent of the' weight 
of the smallest specimen tested. ' 

Procedure 

15. (a) Drying , — All specimens shall 
be dried to constant weight , in a venti- 
lated oven at 110 to US C. (230 to 
239 F.) 

(5) Saturation , — After obtaining the 
dry weight of the specimens they shall 
be immersed in soft, distilled, or rain 
water, the temperature raised to the 
boiling point, and the water boiled con- 
tinuously for 1 hr. The specimens 
shall then be allowed to cool in the water 
to room temperature. 

{c) Weighing , — After saturation, the 
specimens shall be removed from the 
water and allowed to drain for not more 
than 1 min. The superficial water shall 
then be removed from the specimens 
with a damp cloth, after which they shall 
be weighed immediately. 

Calculations and Report 

16. The absorption shall be calcu- 
lated as a percentage of the initial dry 
weight, carried to the nearest first 
decimal place. The results shall be 
reported separately for each tile, with the 
average for the five tile. 

Freezing and Thawing 
Preparation of Specimens 

17. The specimens for the freezing- 
and-thawing test shall consist of five 
tile or of a cell not less than 4 in. in 
length sawed from each of these five 
tile. The specimens shall be saturated 
by immersion in cold water for at least 
72 hr. prior to starting the freezing. 

Procedure 

18. Any practical method of obtaining 
alternate freezings and thawings may 
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be, used, the freezings always to be made 
with fully saturated specimens and the 
time and' temperature to be. such as to 
insure ■ . full ^ freezing ' and , , thawing 
.throughout the. specimen. The initial 
weighing and. all w^eighings for loss of 
weight shall be made on dry specimens. 

Accuracy of WelgMngs 

" 19. The balance used shall be sensi- 
tive to within 0.1 per cent of the weight 
of the smallest specimen tested. 


Interpretation of Results 

20. Failure' under the ffeezkg-and- 
thawing ■ treatment shall be considered 

to be reached when: 

{a) The , specimens shoW' superficial 
disintegration or spalling with loss of 
w-eight of more than 5 per cent of the 

initial weight, 

{b) The specimens are badly cracked, 

or 

(c) The specimens show evident loss 
of structural strength. 



APPROVED AS 
AMERICAN STANDARD ' ' 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: A79a4944 • 


Standard Specifications for 


HOLLOW LOAD-BEARING CONCRETE MASONRY UNITS' 



A.S.T.M. Designation: C 90 - 44 
Adopted, 1936; Revised, 1939, 1944.® 

This Standard of the American Society for Testing Materials is issued under the, 
fixed designal ion C 90; the final number indicates the year of original adop- 
tion as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover hollow 
load-bearing concrete niasonry wall units 
made from poriland cement and. suitable 
aggregates such as saml, gravel, crushed 
stone, bituminous or anthracite cinders, 
burned clay or shale, and blast-furnace 
slag.* 

NoTE.—When a particular surface texture, 
finish, or imiformity of color is desired, these 
features should be sperifitMl separately by the 
purchaser. 

Cinder Aggregate 

2. The combustible content present 
in cinder aggregate shall not exceed 35 
per cent of the weight of the aggregate. 

Physical Requirements 
,■ 3. At the , time of delivery to the site 
of the work the . units shall conform 
to the physical requirements prescribed 
in Table I 

I Uader the standard procedure of the Society, 
these specifications arc under the Jurisdiction of the 
A.S.T.M, Committee C45 cm Manufactured Masonry 
Units. : , _ 

8 Prior to adoption m stamlard, these specifications 
were published m tentative from 193! to 1936, being re- 
vised in 1933 an<i IW4, ^ , ,, , , , ' 

» When fire tests are required they shall be conducted 
in accordance with the Standard Methods of Fire .Testa 
of Building Construction and Materials (A.S.T.M. Des- 
ignation: £119) , seep. 1203. 


TABLE I.-PHYSICAL REQUIREMENTS, 


Mmimum Face 
Shell Thickness, 
in. 

Compressive 
Strength, min.,psi. 
(Average Gross 
Area) 

Water 

Absorp- 

tion, 

:max.,' Ib. 
per cu. 
ft. 

IVIoisture 
Content, 
max., 
per cent 


Average 
of S 
Units 

Individ- 
ual Unit 

Average 
of 5 
Units 

Average 

ofS 

Units 

IH or over: 





Grade A". 

1000 

800 

IS 

40 

Grade B*...... 

Under \}4 and 

700 

600 


40 

over 

1000 

800 

15 

40 


“ For use in exterior walls below grade, and for un- 
protected exterior walls above grade. 

** For general use above grade where protected from 
the weather with two coats of Portland cement paint or 
other -satisfactory waterproofing treatment approved by 
the purchaser. 

Permissible Variations in Dimensions 

4. No over-all dimension - shall vary 
more than 3 per cent over or under the 
specified dimension for any form of unit. 

Visual Inspection 

,5. (a) All units shall be sound and- 
free from cracks or other defects that 
would interfere with the proper placing 
of the unit or impair the strength or 
permanence of , the , construction. ' 

(J) Units that are intended to serve 
as a base for plaster or stucco shall have 
a sufficiently rough surface to afford good 
bond. 
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’Marking' 

'6. All units shall bear a distinctive 
mark of' the manufacturer or shall be 
otherwise readily identified as to origin. 

Sampling and Testing 

7. (a) The purchaser or his authorized 
representative shall be accorded proper 
facilities to inspect and sample the units 
at the place of manufacture from the 
lots ready for delivery. At least ten 
days should be allowed for completion 
of the tests. 

(b) Units shall be sampled and tested 
in accordance with the Standard Meth- 
ods of Sampling and Testing Concrete 
Masonry Units (A.S.T.M. Designation: 
C 140) of the American Society for Test- 
ing Materials.^ 


Rejection 

8. In case the shipment fails to con- 
form tO' the requiremefitSj the manu- 
facturer may sort it, and new specimens 
shall be selected by the purcliaser from 
the retained lot and tested at the cxi>cnse 
of the manufacturer. In case the second 
set of specimens' fails to conform to the 
■test requirements, the entire lot shall 
be rejected. 

Expense of Tests 

9. Except as specified in Section 8, 
and unless otherwise agreed, the expense 
of inspection and testing shall be borne 
by the purchaser. 


4 Appears in this puhiiration, see C'onlents In Numerk 
Sequence of A.S.T.M . Designalitins a I fi oni of iMiok. 


APPROVED AS 
AMERICAH STANDARD ' 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.; A80.1-1942 


Stmidard Specifications for 

HOLLOW NON«LOAD-BEARING CONCRETE MASONRY UNITSi 



A.S.T.M. Designation: C 129 -39 
Adopted, 1939.® 

Reapproved in 1944 Withowt Change, 

lliis Standard of the American Society for Testing Materials is issued under 
the fixed designation C 129; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover hollow 
Eon-load“bcaring concrete masonry wall 
units made from portland cement and 
suitable aggregates such as sand, gravel, 
crushed stone, bituminous or anthracite 
cinders, burned clay or shale, and blast- 
furnace slag. 

Note.— W hen a particular surface texture, 
finish, or uniformity of color is desired, these 
features should be specified separately by the 
purchaser. 

Cinder Aggregate 

2. The combustible content present 
in cinder aggregate shall not exceed 35 
per cent of the weight of the aggregate. 

Physical Requireineiits 

3. At: the time of delivery to the site, 
of the: work the units shall conform to. 
the physical , requirements prescribed in 
Table L 


blunder the standard imtion procedure of the Society, 
these specifications are under the Jurisdiction of the 
A.S.T.M. Committee C»!S on Manufactured Masonry 
Units,. ■ 

s Prior to adoption as standard, these specifications 
were published as tentative from 1937 to 1939,:. being re- 
vised in 1938 and JL939. 


Dimensions and Permissible Variations 

4. (a) Minimum face shell thickness 
shall be not less than I in. 

(J) No over-all dimension shall vary 
more than 3 per cent over or under the 
specified dimension for any form of unit. 

Visual Inspection 

5. {a) All units shall be sound and 
free from cracks or other defects that 


TABLE L-PHYSICAL REQUIREMENTS. 


Compressive Strength, min., psi. 

Moisture Content, 
max., per cent 
of total absorption 

(Average Gross Area) 

Average of S Units 

Individual Unit 

Average of 5 Units 

350 

■ 300 

' 40 


would interfere with the proper placing 
of the unit. 

(5) Units that are intended to serve 
as a base for plaster or stucco, shall 
have a sufficiently .rough surface to 
afford good bond. 

Marking 

6. All units shall bear a distinctive 
mark of the manufacturer or shall be 
otherwise readily identified m to origin. 
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Sampling and Testing ■ ' 

' 7, : (a) The purchaser or his authorized 
representative shall be accorded proper 
facilities to inspect and sample the units 
at the place of manufacture from the 
lots ready for delivery, _At least ten 
days should be allowed for completion of 
thetests..' , 

(b) Units shall be sampled and tested 
in accordance with the Standard Meth- 
ods of Sampling and Testing Concrete 
Masonry Units (A.S.T-M, Designation: 
G 140) of the. American Society for 
Testing Materials.® 

® Appears xii tins publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Rejection 

8. In case the sliipmeiit fails to con- 
form' to the requirements^ the manu- 
facturer .may sort it, and new specimens 
shall be selected by the purchaser from 
the retained lot and tested at the ex- 
pense of the manufacturer, In case the 
second set of specimens fails to conform 
to .the test requirements^ the entire lot 
shall be rejected. 

Expense of Tests 

,9. Except as specified in Section 8, 
and unless otherwise agreed, the expense 
of inspection and testing shall be borne 
by the purchaser. 



AFPKOVWD AS 

^ AMERICAN STANDARD 

BY Tfifi AMERICAN STANDARDS ASSOCIATION 
ASA NO.: A81.1-1942 


Sta7idard Specifications for 
SOLID LOAD-BEARING CONCRETE MASONRY UNITS‘ 



A.SXMa Designation: C 145 -“40 
Adopted, 1940,* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation G 145; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1» These specifications cover solid 
loacI-Tearing concrete masonry wall units 
(concrete block or tile units with 75 
per cent or more net area) made from 
portlaml cement and suitable aggregates 
such as sand, gravel, crushed stone, bi- 
tuminous or antliradie cinders, burned 
clay or sliale, and blast-furnace slag.® 
Two grades of units are covered: grade 
A and grade B. 

Note." --When a particular surface texture, 
finish, or uniformity of color is desired, these 
features should be specified se|>arately by the 
purchaser. 

Cinder Aggregate 

. 2. The combustible content present in 
cinder aggregate shall not exceed 35 
per cent of the weight of the aggregate. 

Physical Requirements 

3. (a) At the time of delivery to the 
site of the work the units shall conform 
to the physical requirements for the 
grades specified, as prescribed in Table I. 

i tJader the standanlissation procedure of the Society, 
these specifications are imcler the jurisdiction of the 
A.S.T.M,. Comiiiittoe C45 on Mtmifactured Masonry 
Units. . , , ■ 

» Prior to adoption as standard, these specifications 
were published as tentative from 1939 to 1940. 

• When fue tests are required they shall be condu^ea 
in accordance with the Standard ot Fire 

Tests of Building Construction and Materials (A.S.T.M. 
Desipialion : K 119), see p. 1203. 


{b) Units that are not exposed to the 
weather or soil in the finished work need 
not conform to the absorption require- 
ment prescribed in Table I. 


TABLE I.-PHYSICAL REQUIREMENTS. 



Compressive 
Strength, min.,psi. 
(Average Gross 
Area) 

Water 

Absorp- 

tion, 

max., lb. 
per cu. 
fi. 

Moisture 
Content, 
max., 
per cent 

Average 
of 5 
Units 

Individ- i 
ual Unit 

Average 
of 5 
Units 

Average 
of 5 
Units 

Grade A 

Grade B 

1800 

1200 

1600 

1000 

15 

13 

40 

40 


Noxjs.-— The above classification is based on strength 
and does not necessarily measure weather resistance 


Dimensions and Permissible Variations 

4, {a) The average net area of the 
unit shall not be less than 75 per cent 
of the gross area. 

(f) No over-all dimension shall vary 
more than 3 per cent over or under the 
specifiied dimension for any form of unit. 

Visual Inspection 

5. (a) All units shall be sound and 
free from, cracks or other defects that 
would interfere with the proper placing 
of the unit, or impair the strength or 
permanence of the construction. 

209- '■ 
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. ; (ft) Units that are intended to serve 
as a' base for plaster or stucco shall have 
a sufficiently rough .surface to afford 
good bond. 

Marking 

6. All units shall bear a distinctive 
mark of the manufacturer or shall be 
otherwise readily identified as to origin. 

Sampling and Testing 

7. (a) The purchaser or his authorized 
representative shall be accorded proper 
facilities to inspect and sample the 
units at the place of manufacture from 
the lots ready for delivery. At least ten 
days should be allowed for completion of 
the tests, 

(6) Units shall be sampled and tested 
in accordance with the Standard Meth- 
ods of Sampling and Testing Concrete 


■Masonry Units (A.S.T.M. Designation: 
C 140) of the American Society for 
Testing Materials.^ 

Rejection 

8. In case the shipment fails to con- 
form to the requirements, the manu- 
facturer may sort it, and new specimens 
shall be selected by the purchaser from 
the retained lot and tested at the expense 
of the manufacturer. In case the second 
set of specimens fails to conform to the 
test requirements, the entire lot shall 
be rejected. 

Expense of Tests 

9, Except as specified in Section 8, 
and unless otherwise agreed, the expense 
of inspection and testing shall be borne 
by the purchaser. 


Appears in tins pultlicallon, st’e Contents in Numerje 
Sequence of A.S.'J'.M, Designations at front of book. 



■APPEOfEB AS , 

,^^EICAN STANDARB ' ' 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: A73.1-1942 


Standard Specifications for 

C0NCR{‘:TE MyVSONRY UNITS FOR CONSTRUCTION OF 
CATCH BASINS AND MANHOLES^ 



A.S.T.M. Designation: C 139 - 39 

Adopted, 1939.^ 

Reapproved in 1944 Without Change. 

Tliis Stiunlard of the American Society for Testing Materials is issued under 
the lixt?d ficsignalioii C 139; the final number indicates the year of original 
acloplion as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover solid, pre- 
cast^ scgmciUal concrete masonry units 
made from portiand cenieni and suitable 
aggregates such as sand, gravel, crushed 
stone, and air*cooled blast-furnace slag. 
The iiniiH are intended for, use in the 
construction of catch Iiasins and man- 
holes* 

Physical Requirements 

2. At ilic time of delivery to the site 
of the work the units shall conform to 
the physical requirements prescribed in 
Table I. 


TABLE I.-FHYSICAL REQUIREMENTS. 


Compressive Streugtli, | 

min,., psi. ! 

(Average Grt»ss Area) 

Water Absorption, max. 
per cent 

Average ol 

S Unit! 

Imlividuai 

Uuit 

Average of 

5 Units 

Individual 

Unit 

2500 

2IK)0 i 

8 

10 


^ Under the standardijtation procedure of tlie Society,, 
these specifications are under the jurisdictioii of the 
A.S.T.M. Committee C-IS on Manufactured Masonry 
Uniti. ' . 

» Prior to adoption as staiuiard, these specifications 
were published as tentative from 1938 to 1939. 


Dimensions and Permissible Variations 

3. (a) The thickness of unit shall be 
not less than 5 in. 

(6) No over-all dimension shall vary 
more than 3 per cent over or under the 
specified dimension for any form of unit. 

Visual Inspection 

4. All units shall be sound and free 
from cracks or other defects that would 
interfere with the proper placing of the 
unit. 

Marking 

5. All units shall bear a distinctive 
mark of the manufacturer or shall be 
otherwise readily identified as to origin. 

Sampling and Testing 

6. {a) The purchaser of his authorized 
representative shall be accorded proper 
facilities to inspect and sample the units 
at the place of manufacture from the 
lots ready for delivery, , At least ten 
days should be allowed for completion of 
the tests. 

■ (fi) Units shall be sampled and tested 
in' accordance' with the Standard Meth- 
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ods of Sampling and Testing Concrete 
Masonry Units (A.S.T.M. Designation: 
G140) of the American .Society for 
Testing Materials^ 

Rejection 

7. In case the shipment fails to con« 
form to the requirements, the manu- 
facturer may sort it, and new specimens 
shall be selected by the purchaser from 

s Appears in this pubiication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front or boak. 


the retained' lot and tested at the ex- 
pense of the manufacturer^ In case the 
second set of specimens fails to conform 
to the test requirements, the entire lot 

shall be rejected. 

Expense of Tests 

8 . Except as specified 111., Section .7, 
and unless otherwise agreed,, the ex-, 
pense of inspection and testing shall be 
borne by the purchaser. 




BY 


APPROVED AS/ ^ 

AMERICAH STANDARD ' : : 

THE AMERICAN STANDARDS ASSOCIATIOIf 
ASA NO,: A84a-1942 ' 


Standard Methods of 

SAMPLINTCi AND TESTING CONCRETE MASONRY UNITS^ 



A.S.T.M« Designation; C 140 - 39 
Adopted, 1939 * 

Reapproved in 1944 Without Change. 

Hi is Standard of the American Society for Testing Materials is issued under 
the fixed designation C 140 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . 11iese mtlliods cover procedures 
for the sampling and, testing of conc.rete 
masonry units for compressive strength, 
absorpt ion, weiglit, and moisture content. 

NoTE.—'Frocedurcs for the sampling and test- 
ing of concrete brick arc covered in the Stand- 
ard Methods of Sampling and Testing Brick 
(A.S.T,M. Designation: C 67) of the American 
Society lor 'festirig Materials.® 

Definitions of Terms 

2. llic Standard Definitions of Terms 
Relating to Methods of Testing 
(A.S.T.M. Designation: E6) of the 
American Society for Testing Materials’* 
shall be considered as applying to the 
terms used in these methods. 

^ Sampling 

Selection of Test Specimens 

3. For purpose of tests, full-size con- 
crete masonry units shall be selected by 

^ Uiader the stand&rdiaatiom procedure of the Society, 
these methods tre uader the jurisdiction of the^A.S.T.M. 
Committee C-t5 on Manufactured Masonry Units. 

» Prior to adoption as standard, these methods were 
published as tentative from 193S to 1939, being revised 
in im ■ 

^ Appears In this publication, see Contents in Numeric 
Sequence «>f A.S.T.M. i)e?;ign:itions at front of book. 


the purchaser or by liis authorized repre- 
sentative. Specimens shall be repre- 
sentative of the whole lot of units from 
which they are selected. If test speci- 
mens are selected at the site of the work, 
units for moisture content tests shall be 
taken within 48 hr. after delivery. 

Humber of Specimens 

4. For the strength, absorption and 
moisture content determinations, 10 
individual units shall be selected from 
each lot of 10,000 units or fraction 
thereof and 20 individual units from 
each lot of more than 10,000 and less 
than 100,000 units. For lots of more 
than 100,000 units 10 individual units 
shall be selected from each 50,000 units 
or fraction thereof contained in the lot. 
In no case shall less than 10 units be 
taken. Additional specimens may be 
taken at the discretion of the purchaser. 

Identification 

5. (a) Each specimen shall be marked 
so that it may be identified at any time. 
Markings shall not cover more than 5 
per cent of the superficial area of the 
specimen. 
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0) Units lor moisture content, tests 
shall be weighed immediately after sam- 
pling and marking. 

Compressive Strength 
Test Specimens 

6. Five air-dry full-size units shall be 
tested. , 

Gapping Test Specimens 

7: (a) A quantity of plastic capping 
mortar, made of one part (by volume) of 
Portland cement and one part of calcined 
gypsum (plaster of Paris) mixed with 
sufficient water to spread evenly, shall 
be placed on a plane surface which has 
been coated with oil. The surface to be 
capped shall be placed on this mortar, 
and the specimen, so held that its axis 
is at right angles to the capping surface, 
shall be firmly pressed down with a 
single motion. 

(b) The average thickness of the cap 
after the extruded capping mortar has 
been removed and the edges trued shall 
be not more than f in. Patching of 
caps after setting shall not be permitted. 
Imperfect caps shall be removed and 
replaced with new ones, 

(c) The caps shall be aged at least 6 hr. 
before the specimens are tested. 

Procedure 

8. {a) Position of Specimens.— All 
specimens shall be tested in a position 
such that the load is applied in the same 
direction as in service. 

{b} Testing Machine.— ThQ testing 
machine shall conform to the require- 
ments of the Standard Methods of 
Verification of Testing Machines 
(A.S.T.M. Designation: E 4) of the 
American Society for Testing Materials.® 

(c) Bearing Blocks. — The upper bear- 
ing shall be a spherically seated, hard- 


ened metal block firmly attached at the 
center of the upper head of the machine, 
The center of the sphere 'Shall lie at the 
center of the surface of the block in 
contact with the specimen. The block 
shall be closely held in its spherical seat, 
but shall be free to turn in any direction. 
The diameter of the bearing surface 
. shall be at least 6 in. A liardened metal 
bearing block shall be used beneath dhe 
specimen to minimize wear of, the lower 
platen of ' the , m.achme. . The bearing 
block surfaces intended for contact with 
the specimen should have a hardness 
not less than C60 Rockwell number 
(Brinell number 620). These surfaces 
shall not depart from plane surfaces by 
more than 0.001 in. When the bearing 
area of tlie spherical bearing block is not 
sufficient to cover the area of the speci- 
men, a steel plate with surfaces machined 
to true planes within plus or minus 
0.001 in., and with a thickness equal to 
at least one-third of the distance from 
the edge of the spherical bearing to the 
most distant corner, shall be placed be- 
tween the spherical bearing l;)lock and 
the capped specimen. 

(d) Speed of Testing. “"“Tlie speed of 

the moving head of the testing machine 
shall be- not more than 0.05 in. per min. 

Calculations and Report 

■ 9. (a) The compressive strength of a 
concrete masonry unit shall be taken as 
the maximum load in pounds, divided by 
the gross cross-sectional area of the unit 
in square inches. The gross area of a 
unit is the total area of a section per- 
pendicular to the direction of .the load, 
including areas with.m cells ■ and, within, 
re-entrant spaces unless: these spaces are 
to be occupied in the maso-nry by por- 
tions' of adjacent, masonry, , ; 

.. (b) Net ilrea.— The. average percent- 
age of net area of the unit is equal to , the 
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net volume divided by the gross volume 
and multiplied by 100: 


Net, area, per cent « 


net vol X 1 00 
, gross vol. 


Net volume^ cii. ft. 


dr y w t. of unit 
wt, per- cu. ft. 


(iruss volume, cu. ft. 


r X EX L 

Im”"' 


Weight per cu. ft., lb. 


dry wt. X 62.4 
wet wt. — suspended 
immersion wt. 


where: 

T = thickness of the unit in inches, 
H ~ height of the unit in inches, and 
L — length of tlie unit in inches. 

(c) Tlie results shall be reported 
separately for c‘ach unit, with the average 
for the live units. 


Absorption 


Test Specimens 

10. Five full-size units shall be used. 
Accuracy of Weighings 

11. The baJance used shall be sensi- 
tive witldn O.S per cent of the weight 
of the smallest specimen tested. 

Procedure 

12. (a) S(duratwn--T^o test speci- 
mens shall be completely immersed in 
water at room tcmf)erature at from 15.6 
to 26.7 C. (60 to 80 F.) for 24 hr. The 
specimens sliall tlien be weighed while 
suspended witli a metal wire and. com- 
pletely submerged in water. They shall 
,be removed from the water and allowed 
to drain for 1: min. by placing on a f-in. 
or coarser^, wire mesh, visible surface 
water being removed with a damp cloth, 
and im.mediately weighed. 


(b) Drying. — Subsequent to satura- 
tion all specimens shall be dried in a 
drier or oven at 100 to 115 C. (212 to 
239 F.) and weighed at 24-hr. intervals 
until the loss in weight -does not exceed 
1 per cent in a 24-hr. period. 

Calculations and Report ■ 

13. {a) Absorption. — The absorption 
in pounds per cubic foot of concrete is 
equal to 62.4 times the difference be- 
tween the wet and dry weights divided 
by the difference between the wet weight 
and the suspended weight immersed: 

Absorption, lb. per cu. ft. = 

(wet wt. — dry wt.) X 62.4 
(wet wt. — suspended wt. immersed) 

The absorption expressed as a per- 
centage of the dry weight is equal to the 
difference between the wet and dry 
weights divided by the dry weight and 
multiplied by 100: 

^ , . (wet wt. — dry wt.) X 100 

Absorption, per cent =* 

dry wt. 

(5) Moisture Content. — The moisture 
content of the units at time of sampling 
(expressed as a percentage of the total 
absorption) is the difference between 
the average weight as sampled and the 
average dry weight divided by the differ- 
ence between the average wet weight 
and the average dry weight and multi- 
plied by 100: 

Moisture content, per cent » 

(sampled wt. — dry wt.) X IQQ 
(wet wt. — dry wt.) 

(c) Report. — The results shall be re- 
ported separately for each unit, with 
the average for the five ■ units. ■ 


Standard Methods of Test for 

ABSORPTION AND APPARENT SPECIFIC GRAVITY 
OF NATURAL BUILDING STONE* 



A.S.T.M. Designation: C 97 - 36 
Adopted, 1936.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C97; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods of test cover the 
procedures for determining the absorp- 
tion by weight or by volume, and the 
apparent specific gravity of natural 
building stones used for exterior or 
interior construction or decorative pur- 
poses. The calculation of the dry 
weight of the stone in pounds per cubic 
foot may also be made from the results 
of the apparent specific gravity test. 

Absorption 
Test Specimens 

2, Samples shall be supplied of suffi- 
cient size to provide not less than three 
test specimens of some regular form 
such as a cube, prism, or cylinder whose 
greatest dimension shall be not more 
than 3 in. and whose least dimension 
shall be not less than 2 in. All surfaces 
of specimens shall be smooth finished. 

1 Under the standardization procedure of tlie Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C“18 on Natural Building Stones and Slate. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1930 to 1936, being revised in 
1931. Editorially revised and rearranged in 1939. 


No chisels or other hand tools shall be 
used in finishing specimens. 

Procedure 

3. {a) Tlie sfieciniens shall be dried 
in an oven at 110 to 120 C. for at least 
24 hr. 

(5) After drying, the specimens may 
be cooled in the room for 30 m,in. and 
then weighed. When the specimens 
cannot be 'Weighed immediately after 
cooling, they shall be placed in a desic- 
cator. The weight shall be determined 
to the nearest 0.05 g. 

{c) The specimens shall be entirely 
immersed in distilled water 'at approxi- 
mately 20 C. for two , weeks. At the 
end of this period the specimens ; shall 
be removed one at a time, all faces and 
edges thoroughly wiped off with a damp 
cloth, and each specimen, immediately 
..weighed to the nea.rest 0.05 g. 

Note.— The operator should distinguish be- 
tween a damp cloth and a wet one. In starting 
the operation, the towel should be sprinkled 
lightly. When the surface of the specimen is 
properly wiped off, it should appear dry. 
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Calculatioas and Report 

4. : (a) .The „ percentage of absorption 
shall be calculated as, follows: 

B- A 

.Absori^tioBi per cent « — — X 100 

A 

where: 

A - weight of . the dried specimen, 
and . 

i , .,,5 — weight G.f the specimen after 
.immersion. 

: (6) In general,, the average of all the 

tests . shall be reported as the absorption 
of the stone. Individual determina-, 
; tions which differ by. more than 25 
per cent from the average of all the 
determinations may be disregarded when 
there is evidence that such results are 
of uncertain value. The absorption 
I shall then be re|)orted as the average 
{ of the remaining determinations, but all 
determinations shall be reported as 
information. 

(c) The absorption value obtained 
from this lest is the percentage absorp- 
tion by weight. I'o convert the result 
to percentage al)sorptioii by volume, 
multi{)ly by the value of the apparent 
specific gravity as determined with the 

i same specimens in accordance with 
Sections 5 and 6* 

(d) The report of the absorption test 
shall state whether the absorption has 
I been determined acco,rding to weight or 
I volume and, if the percentage of volume 
i absorption .is reported, there shall also 
[ be reported the percentage absorption 

5 by .'.weight and ' the apparent specific 

gravity. 


App ARENT. Specific ^GiiAvixy ,. 

Weighing 

5. To obtain the apparent specific 
gravity, the vreight of the specimen 
suspended in water shall be determined 
mmediately after the weighing of the 
pecimen described in Section 3. 

Note,^ — ^W hen weiglung the specimen sus- 
pended in water, various methods of suspending 
the specimen from the balance beam are in use. 
Fine silk thread or a cradle of light wire whose 
weight has been carefully determined may be 
convenient. The cradle should be of such con- 
' struction that there will be no possibility of air 
bubbles forming in it. The water container 
should be of glass and may be supported on a 
platform which straddles the balance pan, this 
method allowing the weighings to be made 
without detaching the pan. 

Calculations and Report 

6. (a) The apparent specific gravity 
shall be calculated as follows: 

Apparent specific gravity « - 

JD — 0 

where: 

A = weight of the dried specimen, 

B = weight of the wet specimen 
after immersion, and 

C = weight of the specimen sus- 
pended in water. 

(6) The apparent specific gravity 
shall be calculated for those specimens 
whose absorption values are to be 
averaged as described in Section 4 (i), 
and the average of the apparent specific 
gravities so calculated shall be reported 
as that of the stone. 

Note. — To determine the w^eight of the dry 
stone in pounds |fer cubic foot, multiply the 
apparent specific gravity by 62.4, 


Standard Method of Test for 
COMPRESSIVE STRENGTH OF NATURAL BUILDING STONE' 



A.S,T.M. Designation: C 170-46 
Adopted, 1946.=^ 

This Standard of the American Society for Testing Materials is issued mnier 
the fixed designation C 170 ; the final number indicates tlie year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the sampling, 
preparation of specimens, and procedure 
for determining the compressive strength 
of natural building stone. 

Sampling 

2. The sample shall be selected to 
represent a true average of the type or 
grade of stone under consideration and 
shall be of the quality supplied to the 
market in finished form under the type 
designation to be tested. The sample 
may be selected by the purchaser or his 
authorized representative from quarried 
stone or taken from the natural ledge 
and shall be of adequate size to permit 
the preparation of the .desired number 
of test specimens. When perceptible 
variations occur, the purchaser may 
select as many samples as are necessary 
for determining the variation in com- 
pressive strength. 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A,S.T.M. Com- 
mittee C-18 on Natural Building Stones. 

* Prior to adoption as standard, this method was pub- 
Hshed as tentative from 1941 to 1946. 


Apparatus 

3. (a) Any testing machine conform- 
ing to the vStandard Methods of Verifica- 
tion of Testing M'achines (A.S.T.M. 
Designation: E 4) of iiie American So- 
ciety for Testing Materials® and to the 
speed of testing requirements prescribed 
in Section 6 of this Method C 170 may 
be used. 

(J) In vertical testing machines, the 
spherical bearing block shall be sus- 
pended from, the upper head of the ma-, 
chine in such a manner that the contact, 
plate re, mains in a central position 
(spherical surfaces in full contact) when 
not loaded. The spherical surfaces shall 
be well lubricated, and the center of 
curvature shall die in the surface of con- 
tact with the specimen. , , 

Test Specimens 

4. {(£) The test specimens may be cubes, 
square prisms, or cylinders, and. shall be, 

■ cut from the sample with .saws or core 
drills. ■ The diameter , or' lateral dimen- 
sion (distance between opposite vertical 

d Appears in this nuhiication, see Contents in Numeric: 
Sequence of A.S.'r.M. Designations at front of book. 
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faces) sliall, be not less than. 2 in. (Note 
l)j and the ratio of .height (Note 2) .to 
diameter or^ lateral dimension shall be 
not less tha.n 1 : 1 . , At, least three speci- 
mens shall l.)e |.)rcparcd for each condi- 
tion of the test; that is, when the com- 
pressive strength is desired for the wet 
and dry condiiitms l')ut in only one direc- 
tion, such as perpendicular to the bed 
(or rift) (sec Fig. 1 (a)), six specimens will 
be required; ,For wet and dry strength 
tests both perpendicular and parallel to 
the bed (or rift) (see Fig. 1(a) and 
(&)), twelve specimens are required 
(Note 3). The load-beari.ng .faces shall 
be llnished by grinding, to as nearly true 


tested in the wet condition shall be im- 
.mersed in water at 20 ± 5 C. for 48 hr. 
and tested immediately after removal 
from the water bath. 

Procedure 

6. The specimens shall be centered in 
the testing machine and the initial load 
applied at a rate that will permit hand 
adjustment of the contact plate on the 
specimen. The plate should be rotated 
back and forth through an angle of about 
30 deg. under a small load to properly 
seat the spherical block, but care shall 
be taken not to move the specimen out 
of the central position. Preferably, the 




Notk.— D ashed Hiu's indicate direction of bedding or rift. Arrows indicate direction of loading. 

(^i) X/jading Perpendicular to H<*dding or Rift. (b) Loading Parallel to Bedding or Rift. 
Fio, l.“ '“'Met hods of Applying Load with Reference to Bedding or Rift. 


and parallel |)lanes (Note 4) as 
practicable. 

(f;) The load-l)caring surfaces and the 
direction of bedding (or rift) shall be 
marked on eacfi specimen, after .finishing. 

(c) The load-bearing areas of the 
specimen sliall be cahmlated from meas- 
i!rcme.nts talvcn midway between the 
load-bearing surfaces. The dimensions 
of the specimens shall be measured to 
the nearest 0.02 in., and the load-bearing 
areas calculated to the nearest 0.04 
'Sq.'in. .' 

Conditioning 

5. (a) Dry Condiiim,— Specimens to 
be tested in tlie dry condition. , , shall be 
dried at 105 dz 2 C. for 24 hr. 

(b) ff'V/ Condition . — Specimens to, be 


rate of loading should not exceed lOO 
psi. per sec., but this requirement may 
be considered as being met if the speed 
of the loading head is not more than 
O.OS in. per min. 

Calculations 

7. (a) The compressive strength of 
each specimen shall be calculated as 
follows: 



where: 

C = compressive strength of the 
specimen, in pounds per 
square inch, 

W — total load in pounds on the 
specimen a.t, failure, and ■ 
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^ calculated area of the bearing 
surface in square inches, ' 
Each individual result shall be rounded 
off to the nearest 100 psi. 

(b) When the ratio of height to di- 
ameter or lateral dimension is greater 
than l:lj the results shall be calculated 
to the equivalent for theT’.l ratio,, as 
follows: 



0.778 + 0.222(6 4- h) 


where: ■ 

Cc = compressive strength of an 
equivalent cubical specimen, 
Cp = compressive strength of the 
specimen having a height 
greater than the diameter or 
lateral dimension, 

6 == diameter or lateral dimension, 
and 

h = height. 


Report 

8. (a) ' The average compressive 
strength of all specimens loaded as 
shown in Fig. 1 (a) shall be reported as 
the compressive strcngtli perpendicular 
to the bedding (or rift), and the average 
compressive strength of all specimens 
loaded as shown in Fig. 1 (6) shall be re- 
ported ■ as the compressive strength 
parallel to the bedding (or rift). 

(6) The following additional informa- 
tion shall be reported: 

(1) Identification of the sample,., in- 
cluding name and location of the quarry, 
name or position of the ledge, date when 
sample was ■ taken and trade^ name or 
grade of stone, 

(2) Size and shape of specimens used 
in the tests, and 

(J) A description of tlie way in which 
the specimens were prepared. 


Explanatory Notes 


Note 1. — For very coarse-grain materials 
like some of the granites, the diameter of the 
specimen should not be less than 2.5 in. 

Note 2.— The height of the specimen is con- 
sidered as the distance between the load-bearing 
faces. 

Note 3. — In some materials, such as granite, 
three directions with respect to fissility are 
recognized, as follows: “rift” (the plane of easiest 
splitting), “grain” (the plane of next easiest 
splitting), and “head-grain” (the plane of hardest 
splitting). Occasionally, tests are required for 
determining the strength perpendicular to each 
of these directions. In such cases, the sample 
shall be marked at the quarry to show which 
faces are grain, rift, and head-grain, and the re- 
quired number of specimens shall be prepared 
with load-bearing faces parallel to each of these 
planes and properly labeled for the various tests. 

Note 4. — Accuracy of test results depends 
largely on uniform distribution of the load over 


the bearing faces. In order to grind the sur- 
faces ■ to . reasonably true planes, considerable 
care is necessary. The following procedure is 
suggested: Assuming that the specimen is a rec- 
tangular prism and the load is to be applied to 
the ends, mark two adjacent sides for refe.rence, 
then grind the ends on a grinding wheel or lap 
■until they are perpendicular to these reference 
sides as gaged by a try square. Complete: the 
grinding by rubbing the ends on a smooth ma- 
chine-planed surface of a cast iron . plate with 
No. 80 emery and water. The specimen should 
be grasped as near the surface of the plate as 
possible to prevent rocking of the specimen, .A 
suitable way to determine wdien the surfaces are 
reasonably plane is to dip the specimen in w^ater 
and press the ends on a smooth machine-planed 
and polished surface of a lO-lb, weight. If the 
weight can be lifted by raising the specimen, the 
surfaces may be considered to , be , sufficiently 
■ accurate. 



Standard Method of 

FLEXURE TESTING OF NATURAL BUILDING STONE* 

DETERMINATION OF MODULUS OF RUPTURE 



A,S,T,M, Designation: C 99 - 36 
Adopted, 1936.® 

This Statulartl of the American Society for Testing Materials is issued under 
the fixed <!esignation C99; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This iiieihod of test covers the 
procedure for determining the modulus 
of rupture of naturai building stones 
used for exterior or intcni’or construction 
or decorative purposes. 

Apparatus 

2. id) Tesling M.mhme . — The testing 
machine shall be sensitive to 5 lb. when 
loaded to vSOO lb. 

(6) Knife- Edges » For the support 

of the .test specimen a set of knife-edges 
sim.ilar to those shown in Fig. 1 shall be 
provided. The load shall be applied 
through a third knife-edge of the same 
type. 

Test Specimens 

. 3. (a). Samples shall be representative 
of, the material and sha,ll, consist of 
sections cut from apparently sound ma- 
terial, preferably quarry blocks or slabs. 

I Under the standanh>.atkm procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-I8 on Natural Building Stones and Slate, ■ 

8 Prior to adoption as standard, this method ww 
published as tentative from U>30 to 1936, being revised in 
1931. Editorially revised and rearranged in 1939, 


The direction of bedding or rift planes 
shall be plainly marked on the sample. 
The sample supplied shall be of suffi- 
cient size to provide all of the specimens 
required for the test. 

[b) The test specimens shall be sawed 
from the sample and shall be finished 
as closely as practicable to 12 by 4 by 1 
in. in size either by the use of grinding 
wheels or by hand rubbing with abrasive 
powders on steel plates. The 1 2 by 4-in. 
faces shall be made as nearly plane and 
parallel as practicable. No hand cut- 
ting with chisels or other tools shall be 
permitted. 

Types of Specimens 

4. Three or more specimens shall be 
prepared for each required combina- 
tion of load application and bedding or 
rift plane direction, such as are shown 
in Fig, 2 and noted below: 

(i) Load applied perpendicular to 
bedding or rift planes, 

{ 2 ) Load applied parallel to bedding 
or rift planes, and 

(J) Load applied perpendicular to 
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bedding or rift planes with the bedding 
or rift planes vertical 

Marking Specimens 

5. The load-bearing surfaces and the 
direction of bedding or rift planes shall 
be carefully marked on each specimen 
after finishing, 

M-easuring Specimens 

6. The thickness and width of the 
specimen at the mid-section shall be 
measured to the nearest 0.01 in. 

Conditioning 

7. Before testing, the specimens shall 
be dried in an oven at 110 to 120 C. 
for 24 hr. 


where: 

E. = modulus of rupture, 

: w — breaking load in pounds, 

I — length of span in inches, 
b = width of spccinicnii] indies, and 
d = thickness of specimen in inchi‘K. 
{b) The average^ value of thi^ imxlulus 
obtained from a group cd not Jess Ihaii 
two specimens shall !k' ri^portcHl as tlie 



Perpendkykr fo 
Beddmp or Rif / 


Procedure 

8. The test specimen shall be sup- 
ported on the knife-edges on 10-in. 
centers and the load applied at the 
center of the specimen through the 



A,.B » Casi Iron Watdgis. 
Cf D » Cold ■'Polled SieeL 


Fig; I.— Self-Adjusting Knife-Edge Bearing and 
Load-Application Device. 


third knife-edge (see Fig. 2). The load 
shall be applied at the rate of 100 lb. 
per min. The breaking load shall be 
recorded to the nearest 5 lb. 

Calculations and Report' 

9. {a) The modulus of rupture shall 
be calculated as follows: 



P&ralkl fo 
or Rift 



or Rif / on 


Dashed lines indicate direction of l)e<IdinK or rift. 
Arrows indicate direction loading. 

Fig, 2, — JViethods of Api>lying Load with 
Refei'ciicc to Bedding or Rift. 

modulus of rupture for the condition of 
loading and direction of bedding or rift 
used. In case any specimen shows, a 
value 25 per cent lower than the average 
of its group, it shall be examined for 
defects, and if the low value appears to 
be due to imperfections, the average of 
the other specimens in the group shall be 
reported as the modulus of rupture of 
the group. All determinations shall be 
reported as information. 




standard Method of Tesf for 

MODULI iS OF ELASTICITY OF NATURAL BUILDING 

STONE* 



A*SXM, Designation: C 100 ~ 35 
Adopted, 1936.2 

'riiis Standard of the American Society for Testing Materials is issued under 
llie fixed designation C 100; the linal number indicates the year of original 
luioption as staiuianl or, in the case of revision, the year of last revision. 


Scope 

1. lliis nudlKul of test covers the 
prcKTclure for deterniiinlng the modulus 
of elasticity in compression or in flexure 
of natural Imildiag stones used for 
exterior or interior construction or 
decora, live purposes. 

Apparatus 

2, {ii) Elasfidly in Flexure.- For de- 

termining the elasticity in flexure, the 
testing macidne aiul knife-edges shall 
conhnin to tlu.* re(|uirements prescribed 
in Section 2 of the Standard Method 
of Flexure IVsiing of Natural Build- 
ing Stone (Dcrlermination of Modulus 
of Kuptur(0 (A.S.T.M. Designation: 
C 99) of the American Society for 
Testing Materials/^ A suitable deflec- 
toraetcr capable of measuring the deflec- 
tion of the specimen t,o 0.0001 in. and 
of such design that it may be attached 
to the spctimen shall be used. A 

UiKiff iho glnridardiaittim procedure of the Society, 
this rnelho<! is inuler tiie Jurisdiction of the A.S.T,M, 
Committee CXIS on Miitiind fUdhiinfi: Stones and Slate.' 

Prior til mkipdoii as standaril, this method was 
published lis tentative from 1^>31 to 1930. Editorially re- 
vised and rearraiiKcd In 1939. 

2 Appearn In this publicationi see Contents m Numeric 
Swjuenet: of A,Y>,TM. Oesignatbu;-' at front of book. 


measuring device of satisfactory type is 
shown in Fig. 1 (6). 

(b) Elasticity in Compression . — For 
detaniiining the elasticity in compres- 
sion, any form of standard testing 
machine may be used for the compression 
test together with a spherical bearing 
block large enough to entirely cover the 
specimen, but not greater in diameter 
than three times the width of the loaded 
face of the specimen. A compres- 
someter of the averaging type capable of 
measuring the compression of the speci- 
men to 0.00002 in. shall be used. A 
measuring device of satisfactory type 
is shown in Fig. 1 (a). 

Test Specimens 

3. (a) Samples shall be representa- 
tive of the material and shall consist of 
sections cut from apparently sound ma- 
terial, preferably quarry blocks or slabs. 
The direction of the bedding planes or 
rift shall be plainly marked on the 
sample.. The , sample, shall be of suffi- 
cient size to allow the preparation of 
not less than three specimens having 
the bedding planes or rift running in 
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the proper direction for the kind -of test 
specified, that is, either parallel or per-, 
pendicular to the face of the specimen 
to which, pressure is to be applied in 
the test. , 

(b ) : Elasticity in Flexure . — For deter- 
mining elasticity in flexure, the same 
size and shape specimens specified in 
Sections 3 and 4 of the Standard Method 
of Flexure Testing of Natural Building 
Stone (Determination of Modulus of 
Rupture) (A.S.T.M. Designation: C 99) 
of the American Society for Testing 
Materials® shall be used. 


Marking Specimens 

4. The load-bearing surfaces and the 
direction of the. bedding planes or rift 
shall be carefully m.a,rked on each, speci- 
men after finishing. 

Measuring Specimens 

5. The dimensions „ of . the specimen 
shall be m, ensured to the nearest 0.01. 
in. The 'width and tliickness ,at . the 
center section shall be used in calculating 
the elasticity in flexure and also in 
compression. The length or height of 
the specimen shall be recorded and the 



(a) Compressometer. (6) Deliectometer. 

Fig. 1. —Assembled Views of Apparatus for Modulus of Elasticity Test. 


{c) Elasticity in Compression.— Fox 
determining elasticity in compression, 
prismatic pieces 3| by 3| by 12 in. 
shall be used, and the sides of the blocks 
shall be finished to approximate planes. 

(i) The specimens shall be cut from 
the original samples with saws. No 
hand cutting with chisels or other tools 
shall be permitted. The load-bearing 
surfaces shall be finished to as nearly 
true and parallel planes as possible, 
grindmg wheels or the use of abrasive 
powders and rubbing plates affording 
convenient means of obtaining satis- 
factory surfaces. 


gage length used shall be measured and 
centered along the length or height. 

Conditioning 

6. (a) Dry . Specimens to 

be tested in the dry condition, shall be 
dried in an oven at 110 to 120 C. for 
24 hr. immediately preceding the test. 

{h) Wet Condition.— to be 
tested in the wet condition shall be 
completely immersed in water at room 
temperature for at least two weeks, 
and' shall be kept in' water until im- 
mediately preceding the test. 
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Procedure 

7. (a) Elasticity in Flexure— Foi 
determiiitag elasticity in ,, flexure, the 
slab shall be set up on the knife-edge; 
bearings, the cleflectometer , attached, 
and an initial load of 20 lb. applied. 
After setting the dial to .approximately 
zero and noting the readings, , the load 
shall be increased by 10-lb. increments 
and readings of the deflectometer made 
for each 50 lb. of load. The reading of 
the dial shall be recorded to the nearest 
0.0001 in. The loading shalL be con-, 
tinued until ..failure .of the specimen 
occurs. 

(b) Elasticity in Cofnpression.— Fox 
determining elasticity in compression, 
the €onif)rcssonicter shall be. attached 
to the specimen and then the specimen 
accurat.ely centered in the testing ma- 
chine with the spherical bearing block 
on the top of the specimen. The center . 
of the spherical surface of the . bearing 
block shall lie in t!ie face of the bearing 
block in contact with the top bearing 
surface* of the specimen. The spherical, 
bearing shall be kept well lubricated to ' 
insure accural, c adjustment, which 
should be made l)y hand under a small 
initial load. The S{:)ccd of the m.ovmg 
head of the testing machine during the 
application of the load shall be not 
more than d.OS in. per min. 

An initial load of 500 Ib. shall be 
applied and the dial set to zero. Load 
increments of 5000 Ib. each shall be 
applied thereafter up to approximately 
one-half of the .estimated breaking 
..load of the specim.en, stopping the test-, 
ing machine at each S00.0-lb. .loading to 
read the comp.ressometer, , the readings 
being recorded to the. nearest 0.00002 
in. After taking the reading at the last 
SOOO-lb. load increment, the load shall 
be gradually released . to 500 lb. and the 
dial again read. The dial shall, then be 
reset to zero if necessary and. a second 


application of the load made as before. 
The load shall be fully removed after 
the reading at 500 lb. following the 
second load application and the specimen 
removed from the testing machine. 
The compressometer shall then be re-, 
moved and reattached with the specimen 
turned 90 deg. from its original position. 
A third application of the load shall 
then be made as before. 

Calculations 

S, (a) Elasticity in Flexure— Tht 
modulus of elasticity in flexure shall be 
calculated by use of a ' load-deflection: 
diagram on which the deflections shall be 
plotted against the loads. A straight 
line shall be drawn through the origin 
parallel to the proportional part of the 
curve. The modulus of elasticity shall 
then be calculated asfollows: 


where: 

E = modulus of elasticity in pounds 
per square inch, ... 

w = load ordinate at some con-, 
venient point on the line 
through the origin, 

. A = deformation ordinate of load 
. , point chosen, 

I = length between supporting knif e- 
, ; edges in inches, , . 

b = width of specimen at the center, 
in inches, and 

d — thickness of specimen at the 
center in inches.' 

(b) Elasticity in Compression , — -The 
modulus of elasticity in compression 
shall be calculated by use of a load- 
■ deformation diagram on which the 
deformations shall be plotted against 
the loads. A straight line shall be 
drawn through the origin parallel to 
the proportional part of the curve. The 
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modulus of elasticity shall be calcu- 
lated. .as follows: 

^ d 'Ad 

where: 

' ■ E modulus of .elasticity in pounds 
. per square inch, , 

. = unit stress in pounds per square 

inch,, 

if == unit deformation at some con- 
venient point on the line 
through the origin, 

P == total load on specimen at point 
corresponding to d on line 
through the origin, and 

A = area of specimen at center 
section. 

Report 

9. The report shall include the fol- 
lowing: 

(a) The individual and averaged 
modulus of elasticity in pounds per 
square inch in flexure or compression 
for each group of specimens. Each 
individual test shall be reported, and 
for the modulus of elasticity of the 


material the average of all tests shall be 
used except where an individual result 
varies fro.m the average of its group by 
more than 25 per cent, in. wliicli .case 
such individual result . shall be reported 
as information only. 

(b) The types and approximate sizes 
of specimens used, 

(c) The condition of . the. specimen 
when tested, whether wet or dry,' , 

(d) The direction of ' the application 
of the .'load relative to the bedding 
planes or rift of the specimens. When 
the load has been' applied .on a line 
perpendicular to the bedding or rift 
planes, the result shall be reported as 
* ‘^modulus of elasticity in pounds per 
square inch perpendicular to the bedding 
plane or riftd^ When the load has been 
applied on a line parallel to the bed- 
ding or rift planes, the result shall be 
reported as ^^niodulus of elasticity in 
pounds per square inch parallel to the 
bedding plane or rift.” 

(e) A definite statement as to the 
manner in which the specimens were 
prepared and finished, and 

(/) The type of testing machine used, 



Standard Method of 

SHIKAR TES'llNG OF NATURAL BUILDING STONE* 



A.S.T.M. Designation; C 102 - 36 
Adopted, 1936.^ 

Iliis Standard of the American Society for Testing Materials is issued under 
the iixcd designation C 102; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This tnethiul of test covers the 
procedure for dek'rniiiung the shearing 
streiigtli of rmturui Iniilding stones used 
for exterior or interior construction or 
decorative purposes. 

Apparatus 

2. Itithcr the nioditicci Johnson shear 
tool or the Dutton punching shear 
device may be usetl in conjunction with 
any stamiard testing inachme of suffi- 
cient capacity, A spherical bearing 
block of suOicieni size to cover the upper 
end of the plunger of the punching shear 
.device sfuill be used if that apparatus is 
employed. Details of the two types of 
apparatus are shown in Figs. 1 and 2, 
and assembled views with specimens in. 
place are showii in Fig. 3. 

Test Specimens 

3. (a) Samples shall be representative 
of the material and shall consist .. of 

^ Under the standard ii^ation procedure of the Society, 
thiji method is under the jurisdiction of the A.S.T.M. 
Comnutiee CUB oti Natural Building Stones and Slate. 

'Prior to adoption as .standar<l, this method was 
published as tentative from PUt to 1936. Editorially re- 
vised in 1939 and 1942. 


sections cut from apparently sound ma- 
terial, preferably quarry blocks or slabs. 
The direction of the bedding planes or 
rift shall be plainly marked on the 
samples. The sample shall be of suffi- 
cient size to allow the preparation of 
not less than three specimens having 
the bedding planes or rift running in 
the proper direction for the kind of test 
specified, that is, either parallel or per- 
pendicular to the face of the specimen 
to which pressure is to be applied in 
the test, 

(i) Specimens for use in the Johnson 
shear tool shall be bars 2 by 2 in. in 
section and not less than 7 in. in length. 
For the Dutton punching shear device, 
slabs 1 in. in thickness, 4 in. in width, 
and not less than 4 in. in length shall 
be used. 

Note.— The Biost convenient form of speci- 
men for the punching shear test is the flat slab 
obtained when the flexure test is made, the 
broken pieces of the slab used in the flexure test 
nearly always being of the proper length while 
the slab itself was previously cut to 1 in. in 
thickness and 4 in. in width. The use of these 
slabs from the flexure test will eliminate the 
separate preparation of shear test specimens. 
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(c) The specimens shall be cut, from 
the original samples with saws. No 
hand cutting with chisels or other tools 
shall be permitted. The load-bearing 
surfaces shall be finished to as nearly 
true and parallel planes as possible, 
grinding wheels or the use of abrasive 
powders and rubbing plates affording 
convenient means of obtaining satis- 
factory surfaces. 


the specimen shall be included in the 
report as information only. 

(b) When using the Dutton punching 
device, center lines shall be laid off 
on one surface of the slab and the 
thickness of the slab measured to the 
nearest 0.01 in. at not less than three 
points approximately equidistant around 
the circumference of a 2-m., circle cen- 
tered on the intersection of the two 



Markmg Specimens 

4. The load-bearing surfaces and the 
direction of the bedding planes or rift 
shall be carefully marked on each speci- 
men after finishing. 

Meastrang Specimens 

5. (a) For tests with the Johnson 
shear apparatus the specimen shall be 
measured to the nearest 0.01 in. at the 
center section. The area under shearing 
stress shall be taken as twice the area 
of this center section. The length of 


center lines. The width and length of 
the specimen shall be included in the 
report as information only. 

Conditioning 

6. (a) Dry Condiiwn.--Specimms to 
be tested in the dry condition shall be 
dried in an oven at .110 to 120 C. for 24 
hr. immediately preceding the test. 

(b) Wet Specimens to be 

tested in the wet condition shall be 
completely immersed in water at room 
temperature for at least two weeks, 
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Upper Member 


Fig. 2.— Details of Dutton Punching Shear Device. 
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(a) Modified Johnson Shear Tool, , (h) Dutton Punching Shear Device 
Fig. 3. —Assembled Views of Shear Test Apparatus. 


in the testing machine with the center 
of the spherical block in contact with 
the center of the top portion of the 
plunger of the shear tool The spherical 
bearing shall be kept well lubricated to 
insure accurate adjustment which should 
be made by hand under a small initial 
load. The speed of the moving head 
of the testing machine during the appli- 
cation of the load shall be not more than 
0.05 in. per min. During the test; the 
beam of the testing machine shall be 
kept constantly in a floating position. 

(b) Using the Dutton Punching Shear 
Device . — The specimen shall be carefully 


load.. The speed of the moving head 
of the .testing machine ; during the 
application of, the.'; load : shall be not 
more than 0.05 in. per m,in.' During 
.the test the beam of the testing machine 
shall, be' kept constantly in a fl.oatmg 
position. 

Calculations 

■ 8, ;(a) ^ Using' Johmon Shear Tool.-- 
■The shearing,' s.trength shall „be .calcu- 
lated as follows: 
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where: 

S - shearing strength in pounds per 
S('|uare inclu 

IF total maxi III II in load in pounds 
indicated by the testing ma- 
chinCj and 

,4 — arcx'i in sejuare inches of the cen- 
ter Station of the specimen. 

(//) the DtilUm Fumhing De- 
vice. The shearing strength shall be 

calculated as follows: 

« Wt-Wi 


•where: 

S - shearing strength in pounds per 
saiuare iuclp 

IFy — total inaxiimirn load in pounds 
indieat<‘d hy the testing ma- 
chine, 

IF/ — initial load in pounds recfuired 
to bring the plunger in con- 
tact with the siitface of the 
sfieciinen, 

d — diainettu' in inches of the plun- 
ger^ and 

T — ihit'kness in inches of the 
specimen. 

Report 

9. T.hc report shall include the fol- 
lowing: 


(a) The individual and averaged shear- 
ing strengths in pounds per square inch 
for each group of specimens. Each 
individual test shall be reported,, and 
for the shearing strength of the material 
the average of all tests shall be used 
except where an individual result varies 
from the average of its group by more 
than 25 per cent, in which case that 
individual result shall be reported as 
information only. 

(b) The type and approximate sizes 
of specimens used, 

(c) The condition of the specimen 
when tested, whether wet or dry, 

(d) The direction of the application 
of the load relative to the bedding 
planes or rift of the specimens. When 
the load has been applied on a line 
perpendicular to the bedding or rift 
planes, the result shall be reported as 
“shearing strength in pounds per square 
inch perpendicular to the bedding plane 
or rift.’* When the load has been ap- 
])lied on a line parallel to the bedding or 
rift planes, the result shall be reported as 
“shearing strength in pounds per square 
inch parallel to the bedding plane or 
rift.” 

(e) A definite statement as to the 
manner in which the specimens were pre- 
pared and finished, and 

(/) The type of shear appliance used. 


Standard Methods of 
FLEXURE TESTING OF SLATE* 

MODULUS OF RUPTURE, MODULUS OF ELASTICITY 



A.S.T.M. Designation: C 120 - 31 
Adopted, 1931.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 120; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Due to the unique properties of slate the flexure test is better adapted to 
use for strength and elasticity determinations than either compression or 
tension tests. Furthermore, several uses of slate are such that these determi- 
nations are of special interest and value, besides furnishing comparative data. 

The property of slate termed *‘grain” causes a slab of the material to break 
transversely in one direction somewhat more readily than at right angles to 
this direction. For this reason it is desirable to test the strength and elasticity 
both parallel and perpendicular to the grain. 

In the quarrying of slate, blasting is frequently resorted to and for this 
reason certain portions of the material may have been unduly strained. Low 
or erratic strength results on some of the test specimens should be regarded in 
the light of defective material. 


Scope 

1. These methods of test cover the 
procedures for determining the modulus 
of rupture and modulus of elasticity of 
slate by means of flexure tests. 

Modulus oe Rupture 
Test' Specimens 

2. (a) Structural or Electrical Slate . — 
Six representative specimens, 12 by 1| by 
1 in. in size, of the particular slate under 
consideration shall be tested. 

A Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-18 on ^Natural Building Stones and Slate. 

* Prior to adoption as standard, these methods were 
published as tentative from 1925 to 1931, being revised in 
1927 and 1931 . Editorially revised and rearranged in 1939, 


{h) Roofing Slate . — At least six speci- 
mens 4 in. in width, 12 in. or more in 
length, and of thickness equal to that of 
the slate ■ shingle shall be tested. 

Preparation of Specimens 

3, {a) Structural or Electrical Slate.— 
The slate for the test .shall have, been 
split to a thickness of approximately 1| 
in. and then sawed into strips 12 , in. in 
length by width... Half of these 

shall be. cut with the. length p.a.rallel to 
the grain and. half with the length .per- 
pendicular to the; grain (Note 1). The 
12 by ll-in. faces shall then, .be planed 
or rubbed down to a thickness of ' ap- 
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proximately 1 in.j care being taken to 
have the finished surfaces as nearly 
parallel as practical, )lc. 

(if) Slate --The specimens 

shall be sawed from tlie shingles with the 
long ■ dimension parallel to the long di- 
mension of the shingle (Note 2) so that 
no saw cut is nearer than 1 in, to the 
sheared edge of the shingle. Split faces 
shall not be .rcfinished. 

Note I.— -When it is desired to test a finished 
slab of slate intended for structural or electrical 
uses, the specimens may be sawed from the sides. ' 
Those cut the long way of the slab may be con- 
sidered to be parallel to the grain and those cut 
the short way, perpendicular to the grain. 


specimen shall be supported flatwise on 
knife-edges of the type shown in Fig. 1 
spaced 10 in. on centers. \ The load 
shall be applied through a third knife- 
edge at the middle of the span at a rate 
of approximately 100 lb. per min. The 
breaking load shall be recorded to the 
nearest 5 lb. 

Note. — The following method of marking the 
specimens before testing is recommended: 

By means of a try square the middle section 
and two end sections, 5 in, distant from the 
center, may be circumscribed. These marks 
serve as a guide to the operator in properly 
centering and aligning the specimen in the 
testing machine. 



A, B CtJ:^ iron WeJges. 

Coki koiU SheJ. 

FlO. L”-‘™SelC«'Acljusting Knife- 'Etlge Bearing and 
] .oad' Application Device. 

Note 2. This gives a specimen parallel to 

the grain and when broken transversely, the 
fracture will occur across the grain. Ordinarily, 
it is not considered necessary l<,f test roofing 
slate in both directions of the grain. 

Conditioning 

„4. Before testing, the specimens shall 
be dried , in an oven at 110 i 3 C. for 
24 hr, ■ 

Measuring Specimens 

.5*, The thickness at the middle shall 
be measured to the, nearest 0.001 in., and 
the . width shall . be measured to the 
nearest 0.01 in. 

Procedure . , 

6., The testing machine shall be sensi- 
tive to S lb, when loaded to 500 lb. The 


Calculations 

7. The modulus of rupture shall be 
calculated as follows: 


where: 

R = modulus of rupture in pounds 
per square inch, 

w = breaking load in pounds, 

I == span length between supporting 
knife-edges, 

h = width of specimen at the center 
in inches, and 

d = thickness of specimen at the 
center in inches. 

Report 

8. The average of the specimens cut 
parallel to the grain from structural or 
electrical slate, or parallel to the long 
dimension of the shingle in the case of 
roofing slate, shall be reported as the 
modulus of rupture “across the graind^ 
The average of the specimens cut per- 
pendicular to the grain shall be reported 
as the modulus of rupture “with the 
grainR In case any specimen shows a 
value 25 per cent lower than the average 
of its group, it shall be examined for 
defects, and if the low value appears to 
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be due. to an imperfection, the average of 
the other five shall be reported as the 
modulus of rupture of the group. All 
determinations shall be reported . as 
information. 

. Modulus or Elasticity 
Test Specimens 

9. The test for modulus of elasticity, 
when required, is performed in conjunc- 
tion with the modulus of rupture test 
described in Sections 2 to 8, and hence 
the test specimens are of the same type 
and the measuring and drying operations 
are the same as specified in Sections 2 
to 5. 

Procedure 

10. The specimen shall be supported 
and loaded in the same way as for the 
modulus of rupture determination except 
that the loading shall be interrupted at 
suitable intervals for deflection measure- 
ments. A deflectometer capable of 
measuring accurately to 0.001 in. shall 
be used to obtain the deflections at the 
middle of the span. For test specimens 
of structural or electrical slate it will be 
satisfactory to record the deflections for 
each 50-lb. increment of load, but for 
test specimens of roofing slate the deflec- 
tions shall be recorded for each 20-lb. 
increment. 

Note. — It is not ordinarily feasible to set the 
deflectometer to read zero when there is no load 
on the specimen. The best practice is to put a 
smaU initial load on the specimen, as 10 lb. and 
set the deflectometer to read zero for this load. 
Since it is only the slope of the stress-strain curve 
that is desired, this initial load does not affect 
the final result 

Calculations 

11. The load-deflection readings shall 
be plotted on cross-section paper to a 


convenient , .scale and ,a straight . line 
drawn to represent, as nearly as possible,, 
the average of the plotted .points,/^ . If 
the line does not pass tliroiigli the zero 
point, a correctecl line shall be drawn 
through this point parallel to the stress- 
strain line. The modulus of ekisiicify, 
JS, shall be calculated from the coordi- 
nates of some convenient point on the 
corrected line by meatis of the following 
formula: 

E = il— 

4AM3 

where: 

17' = load coordinate of the point, 
A == deformation ordinate o,f the 
point, 

I == Icngtli i)i spt\n in inches, 
h == width of .specimen at tluj center 
in inches, and 

thickness of specimen, .at the 
center in inches. 

Report 

12. In general, the average of the re- 
sults obtained for sjiecimens prepared 
with the length parallel to tlie grain shall 
be reported as the modulus of elasticity 
across tlie grain. Likewise, the average 
of the results obtained on specimens cut 
with the length perpendicular to .the 
grain shall be reported as the modulus of 
elasticity with the grain.. In case an 
individual clete,rmiiiation differs by more 
than 25 per cent from , the ave,rage of its 
group, it may be disregarded if there is 
evidence that the determ,mation was of 
uncertain value, but' all determ,inations 
shall be reported as information. 

« Slate does not show a 'definite y ield point in the stress- 

straincurve, ■ , ■ ■ ■ 



Standard Method of Test for 
WATER ABSORPTION OF SLATE^ 



A.S.T.M. Designation ; C 121 - 31 
Adopted, 1931.2 

lliis Standard of tlie American Society for Testing Materials is issued under 
the fixed designation C 121; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


1 1 is often (lesinible to gain some idea of the porosity of a material in ques- 
tion. Artuai determinations of the pore space require the use of rather elabo- 
rate aini refined equipment as well as considerable precision in carrying out 
the tcst.s. I 'or comparative purposes the absorption test affords a simple and 
Hufiiciently accurate means of obtaining the desired information. As applied 
slate this test requires somewhat more care and precision than many other 
materials liecause of its dense nature and, consequently, the small quantities 

to be dealt with. Fiirtherraore, the cleavage of slate -that property which 

permits it t,o be split into thin sheets of uniform thickness — must be taken into 
cousiii(‘rat ion when this test is made. On this account misleading results are 
often obtairied on c'ubieal specimens due to accidental cleavage cracks in the 
specimens. The sliapes of .specimens and larger number of specimens recom- 
mended in tlie following procedure are intended to eliminate to a large extent 
tlie inconsistent results which may be obtained on this material. 


Scope 

1. 'Ihis method of test covers the 
procedure for determining the water 

absorption of slate. 

Test Specimens 

2. (a) The test specimens shall consist 
of square or .rectangular slabs ■ from 

to in. in thickness and not less 
than 4 in. on any side. 

^ Umler the slantlar<li/.atk)n ptoceciure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C!-48 on Natural Building Stones and Slate. 

'•» Prior iu adoption as standarci, this method was pub- 
lished as tentative from 1923 to 1931, being revised in 1927 
and 1931- Editorially revised and rearranged in 1939, 


(5) Not less than six specimens shall 
be prepared from each sample of slate, 
the sample being considered as any 
number of pieces selected to represent a 
definite part or grade of the deposit. 

Preparation of Specimens 

3. (a) The slate shall be split to the 
required thickness and sawed to siae. 
When the specimens are prepared from 
shingles no saw cut shall be nearer than 
1 in. to the sheared edge of the shingle. 

. (b) The specimens shall be freed, from 
loose part.icles by scrubbing with a fiber 
brush and clean water. 
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ProcedErej Preferred Method 

4. (a) The specimens shall be dried 
in a well ventilated oven at 110 db 3 C. 
for„24hr. 

(&) After drying, the specimens may be 
cooled in the room for 15 min. and then 
weighed. , .When the specimens cannot 
be weighed immediately after cooling, 
they should be placed in a desiccator. 
The weight shall be determined to the 
nearest 0.01 g. 

(c) The -specimens shall be entirely 
immersed in distilled water at approxi- 
mately 20 C. for 48 hr., then removed 
one at a time, the surface wiped off 
with a damp cloth, and each specimen 
immediately weighed to the nearest 

0.01 g. 

Note. — The operator should distinguish be- 
tween a damp doth and a wet one. In starting 
the operation, the towel should be sprinkled 
lightly. When the surface of the specimen is 
properly wiped oil, it should appear dry. 

Procedure, Alternative Method 

5. Occasionally it is desirable to 
obtain results in a shorter period than 
that required by the procedure described 
in Section 4. In such cases, the 48-hr. 
immersion period may be supplanted 
by an 8-hr. boiling period (Note). 
In this alternative method the opera- 
tions shall be the same as described in 
Section 4 up to that of immersion. 
Instead of allowing the specimens to 


soak for 48 hr, they may be placed 
in an enameled pa,n or other suitable 
vessel, covered with water, and boiled 
for 8 hr. Before the final weighing, 
the specimens shall be cooled by allowing 
tap water to flow over them for at least 
30 min. 

■ . Note.— B oiling for 8 hr. has been found to. 
give practicai.ly the same saturation as immer- 
sion for 48 hr. 

Calculations and Report 

6. (a) The percentage of absorption 
shall be calculated as follows: 

B-A 

Absorption, per cent x 100 

where: 

A == weight of the dried specimen, 
and 

jB = weight of the specimen after 
immersion. 

(b) In general, the average of all the 
tests shall be reported as the absorption 
of the slate. Individual determinations 
which differ by more than 25 per cent 
from the, average of all the determina- 
tions may be disregarded, when there is 
evidence that such results are of uncer- 
tain value. The absorption shall then 
be reported as the average of the re- 
maining determinations, but all deter 
minations shall be reported as infor- 
mation. 




Standard Definition of 
THE TERM SLATE« 



A.S.T.M. Designation: C 119-27 
Adopted, 1927.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 119; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Slate. A niicrogranular crystalline stone 

derived from argillaceous sediments by 
regional metamorphism, and character- 
ized by a perfect cleavage entirely inde- 
pendent of original bedding, which cleav- 
age has been induced by pressure within 
the earth* 

^ UikUt the staivUiraiziation procedure of the Society, 
this deiinition is under the Jurisdictiou of the A.S.T.M. 
Committee C-dS on Natural Huildimt Stones and Slate. 

3 Prior to adoption as standard, this deiinition was 
publishc<l as tentative from 1926 to 1927, 


Note 1. — ^The essential mineral constitu- 
ents are white mica (chiefly sericite) and 
quartz. Prominent accessory constituents 
are black mica (biotite), chlorite and hema- 
tite. Minor accessory constituents are car- 
bonates, magnetite, apatite clay, andalusite, 
barite, rutile, pyrite, graphite, feldspar, zir- 
con, tourmaline, and carbonaceous matter. 

Note 2. •-Igneous slates because of their 
rare occurrence and insignificant commercial 
importance are not covered in this definition 
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Standard Specijicatiofis for 
AGGREGATE FOR MASONRY MORTAR. » 



A.S.T.M. Designation: C 144 -44 
Adopted, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 144; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover aggre- 
gates for use in masonry mortar. 

Material 

2. Aggregate for use in masonry 
mortar shall consist of fine granular 
material composed of hard, strong, 
durable mineral particles which are free 
of injurious amounts of saline, alkaline, 
organic, or other deleterious substances. 

Grading 

3. (u) Aggregates for use in masonry 
mortar shall be graded from fine to 
coarse within the following limits, except 
as modified in accordance with Para- 
graphs (5) and (r) : 

Percentages 

Sieve Size Passing Each Sieve 

No. 4 (4760-niiGron). 100 

No. 8 (2380-microu) 95 to 100 

No. 16 (1190-micron) . . . ......... 60 to 100 

No. 30 (590-micron) 35 to 70 

No. 50 (297-micron) ..... .... 15 to 35 

No. 100 (149-micron) ............ 0 to 15 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-12 on Mortars for Unit Masonry. 

2 Prior to adoption a.s standard, these specifications 

were published as tentative from 1939 to 1944, being re- 
vised in 1942. ■ 


if) The fine aggregate shall be so 
graded that neither the proportion finer 
than a No. 16 (IPXl-micron) sieve and 
coarser than a No. 30 (590-niicron) sieve 
nor the proportion finer than a No. 30 
(s590-miGron) sieve and coarser than a 
No. SO (297-micron) sieve exceeds 50 
per cent. 

(c) The requirements for grading in 
Paragraphs (a) and if) represent the 
extreme limits which shall determine the 
suitability of a fine aggregate for use' in 
masonry mortar. The gradation of 
material from, any one source shall be 
reasonably uniform , and shall not be 
permitted to vary over the extreme 
range shown in Paragraph (a). Fine 
aggregate from any one source 'having a 
variation in fineness modulus greater 
than plus or minus 0.20 from the fine- 
ness modulus of a representative sample 
submitted by the contractor shall be 
rejected, or it may be accepted subject 
to 'Such adjustment in: proportions as 
may' be. necessary by reason of changes 
in grading, 

' ■ Note.— For heavy' construction employing 
joints thicker than | in. a coarser aggregate may 
be desirable; , for such work a fine aggregate 
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conforming to conventional specifications for 
aggregate for use in. concrete and containing not 
less than 10 per cent of material passing a 
No. 50 (297'niicron) sieve is satisfactory. 
For unusually tlun joints, such as occur for 
units having cut .or ground edges, an aggregate 
conforming to the niqiiircments of these specifi- 
cations, liiit with not less than 95 per cent 
passing a Ntn 16 (1190-micron) sieve, should 
he iiseci. 

DeleterioES' Substances 

4; (a) The amount of deleterious sub- 
stances, shall not exceed the following: 

Maximum 
Permissible 
Percentage 
by Weight 


Coal and lignite 0.25 

Clay lumps 1 

Shale, alkali, coated grains, soft or 

flaky particles ! 

Other deleterious substances ............ specified 

Total deleterious substances 3 "* 


(b) Aggregate subjected to the colori- 
metric test for organic impurities and 
producing a color darker than the stand- 
ard shall be rejected unless it shall pass 
the mortar .strength test as specified .in 
Section 5* 

Mortar Strength Test 

5. Aggregate shall be of such quality 
when subjected to the mortar strength 
test that it shall have a compressive 
strength at ages of 7 and 28 days of not 
less, than 95 per cent of that developed 
•by a mortar of the same water-cement 
ratio: and consistency m.ade with the 


same cement and graded .Ottawa sand 
having a fineness modulus of 2,40 dr 

0 . 10 , 

Methods of Testing ■ 

6. The properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials: 

(a) Sieve Analysis, — Standard Method 
of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M. Designa- 
tion: C 136),® 

(b) Washing Test, — Standard Method 
of Test for Amount of Material Finer 
than No. 200 Sieve in Aggregates 
(A.S.T.M. Designation: C 117).® 

(c) Coal and Lignite, — Standard 
Method of Test for Coal and Lignite 
in Sand (A.S.T.M. Designation: C 123).® 

{d) Clay Lumps, — Standard Method 
of Test for Clay Lumps in Aggregates 
(A.S.T.M. Designation: C 142).® 

(e) Organic Impurities, — S tandard 
Method of Test for Organic Impurities 
in Sands for Concrete (A.S.T.M. Desig- 
nation: C 40).® 

(/) Mortar Strength, — Standard 
Method of Test for Measuring Mortar- 
Making Properties of Fine Aggregate 
(A.S.T.M. Designation: C 87).® 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M,. Designations at front of book. 




Standard Methods of 

SAMPLING AND MIXING THERMAL INSULATING CEMENT* 



A.S.T.M. Designation: C 163 - 44 

• Adopted, 1944.3 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 163 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the pro- 
cedures for sampling thermal insulating 
cement and for mixing the cement for 
preparation of specimens for use in all 
tests on the cement. 

Apparatus 

2. The apparatus shall consist of the 
following; 

(a) Mixing Surface or Pan , — A non- 
absorbent and corrosion-resistant surface 
or shallow pan approximately 3 ft. 
square. 

(b) Trowel— k 16-in. rectangular 
plasterer’s trowel. 

(c) Scales.— k pair of scales accurate 
to within 0.5 02 . 

(d) Wafer Container.— k container 
suitable for holding approximately 2 gal. 
of water. 

Mixing Water 

3. The mixing water shall be equal in 
quality to that used for domestic 
purposes. 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of theA.S,T.M, 
Committee C-16 on Therm ah Insulating Materials. 

* Prior to adoption as standard, these methods were 
published as tentative from 1941 to 1944. 


Sampling 

4. At least 3 per cent of the packages 
comprising any one shipment shall be 
tested. They shall be systematically 
selected so as to be representative of all 
parts of the shipment. Each package 
shall be sampled by removing approxi- 
mately i lb. from the top and | lb. from 
the center. The composite of all sam- 
ples thus selected shall then be thor- 
oughly mixed and quartered until the 
sample is of the desired size. 

Procedure for Mixing 

5. (a) The sample of dry cement shall 
be weighed and placed upon a smooth^ 
nonabsorbent and corrosion-resistant 

surface, 

(&) A crater shall be formed in the 
center of the dry cement and the mixing 
water shall be placed therein. The 
amount of mixing water used shall con- 
form to the exact proportions recom- 
mended by the manufacturer of ' the 
cement. 

{c) The material on "the,., outer .edge 
shall be turned into the crater by means 
of the plasterer’s trowel. 

{d) After: the water, has' been ab- 
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sorbed by the cement or has remained in 
contact therewith for the period of time 
recommended by the manufacturer, the 
trowel shall be rapidly drawn over the 
cement by alternately applying and re- 
leasing pressure on its trailing edge. 

(e) After three such passes of the 
trowel across the cement, it shall be 
gathered in at the edges and turned over 
with the trowel. 


(/) The cycle described in Para- 
graphs (d) and (e) shall be repeated 
either until uniformity and optimum 
plasticity have been obtained or as 
specified by the manufacturer. 

(g) The cement shall be molded 
immediately after mixing or after the 
lapse of such period of time as may be 
recommended by the manufacturer. 



Standard Method of Test for 
BULK DENSITY OF THERMAL INSULATING C;iUvIEN'r* 



A.S.T.M. Designation: C 164- 44 

Adopted, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 164; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the procedure 
for determining the bulk density of 
thermal insulating cement to permit 
the calculation of the necessary storage 
space for a given quantity of cement in 
packages as received. 

Befinition 

2. The bulk density of an insulating 
cement is the package volume in cubic 
feet for 100 lb. of packaged cement. 

Apparatus 

3. The apparatus shall consist of the 
following: 

(а) Scales , — pair of scales accurate 
to within 1 oz. 

(б) • Rule or Tape , — An ordinary fold- 
ing 6-ft. rule or a steel tape accurate to 
within plus or minus A in* 

(c) Square , — A carpenter square 
having the blade (the broader, longer 
leg) extended to a length of at least 36 in. 

Procedure 

4. (a) Twelve packages shall be sys- 
tematically selected so as to be repre- 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-16 on Thermal Insulating Materials. 

® Prior to adoption as standard, this method was 
published as tentative from 1941 to 1944, 


sentativc of all parts of the shipment or 
stock to be tested. The packages may 
be weighed sc^xirately or in groups or 
they may i>e all weighed a,t one lime, 
depending upon ilie capacity of the 
available scales. d1ie Iwehx' packages 
shall then be stacked horizontally in a 
corner against two walls in single row 
three packages lugh,. If the cement is 
packed in sacks, the tied mouths of the 
sacks shall be placed alternately against 
the wall and away from, it. . At least 
three measurements of the width, three 
of the height, and two of tlie length of 
the stack shall be made in accordance 
with the procedure described in the 
following Paragraphs (b) to (d). All 
dimensions shall be expressed in feet. 

(b) Widlk'— -At each of three positions 
equally spaced along tlic length of the 
stack, the tongue (the shorter, narrower 
arm) of the modified carpenter^s square 
shall be placed on the floor, perpendicular 
to the' face of the stack with the ex- 
tended blade, perpendicular to the floor 
and touching the face of the stack. The 
shortest' distance from the .inner .edge 
of ; ,the blade^ to the wall , behind .'the 
' stack ' shall, .be measured: with the ■ .rule 
or tape.: The average o,.f , these three 
measurements shall be taken as ' the 
width of the stack, '"'u, :' 
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(c) UrigAl.—At cadi of three posi- 
tions equally spaced along the length of 
the stacks the longue of the modified 
carpenler\s square shall be placed against , 
the wall al)ove the top of the stack and 
perpendicular to llie floor with the ex- 
tended blade per|iendicular to the wall 
and toticldng tlie top of the stack. The 
vertical tlislance from the lower edge' of 
the blade to the floor shall be measured. 
The average of these three measurements 
shall be taken as the height of the stack. 

(<i) Length , — At each of two positions 
one fourth of the width of the stack from 
the front and rear faces of the stack, the 
tongue of the modified carpenter^s square 
shall be placed on the floor parallel to the 
nearest wall agai,nst which the stack is 
placed and with the extended blade 
perpendicular to the floor and touching 


the end of the stack. ■ ■ The ■ ' shortest 
distance from the inner edge of the blade 
to the wall at the opposite , end of the 
stack shall be measured. The average 
of these two measurements shall be 
taken as the length of the stack, ^ 

Calculation 

5. The bulk density in cubic feet' per 
100 lb. shall be calculated as follows: 

w X /? X i 

Bulk density « - 7 — X 100 ' ' 

M 

where: 

tv == average width of stack in feet, 
h = average height of stack in feet, 
I = average length of stack in feet, 
and 

M — gross weight of stack in pounds. 



Standard Method of Test for 

COMPRESSIVE STRENGTH OF PREFORMED BLOCK TYPE 
THERMAL INSULATION! 



A.SXM. Designation: C 165 " 45 
Adopted, 1945.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 165; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determining the compres- 
sive strength of preformed block t 3 rpe 
thermal insulation. 

Note. — This method is not applicable to cer- 
tain types of thermal insulation. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(а) Testing Machine . — Any form of 
standard hydraulic or mechanical com- 
pression testing machine. 

(б) Spherical Bearing Block.— A 
spherical bearing block having a plane 
bearing surface at least 6 in. square. 

Test Specimens 

3. (a) The test specimens shall be 


^ 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee C-16 on Thermal Insulating Materials. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1941 to 1945. 

The method of test for flexural strength, which was 
formerly a part of the Tentative Methods of Test for Com- 
pressive Strength and Flexural Strength of Preformed 
Block Type Thermal Insulating Materials (A.S.T.M. 
Designation: C 16S ■'41 T), is now published separately as 
the Tentative Method of Test for Flexural Strength of Pre- 
formed Block Type Thermal Insulation (A.S.T.M, Desig- 
nation: C 203 - 45 T), which appears in this publication, 
see Contents in Numeric Sequence of A.S.T.M. Designa- 
tions at front of book. 


preferably 6 in., but in no case less than 
5 in., square. 

Note.— W hen comparative tests are to be 
made on preformed materials, all teat specimens 
shall be of the same thickness, preferably 1| in. 

. (6) The specimens shall be cut from 
larger blocks or irregular shapes in such a 
manner as to preserve as many of' the 
original surfaces as possible. Only one 
specimen. shall be cut from a single block 
or shape. The bearing faces of the test 
specimens shall be app,roximately pa,ra,llel 
planes. Where the, orig.mal surfaces, ,of 
the block are substantially plane and 
parallel, no special preparation .of, the 
surfaces will ,usually be necessary. In 
preparing specimens from, pieces of 
irregular shape, any means sucli as a 
band saw, or any ,method , involving the 
use of abrasives such as : a high-speed 
abrasion wheel or a rubbing bed, that 
will produce a .specime.n ..with, approxi- 
mately plane and. parallel faces, without 
weakening the .structure. of the speciine,n 
may'be used.'/' 

■ (g) The test,^ specimens shall be d.ried 
in a vented oven for not less than 16 .hr, 
at 22S,.=b 2S F. ,. ^ 
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Procetee ■ ' 

1 (a) At least four specimens shall be 
tested/ /In, the case of blocks 3 in. in 
width y two pieces .each 6 ,in. in length 
.shall be cut from the same block and 
tested side by side simulta.neously; the 
two pieces shall count as one test 
specimen. 

(&), The specimens shall be tested im- 
mediately upon removal from the drying 
oven. 

(c) The load shall be applied per- 
pendicular to the square face of the test 
specimen. 


(f) The specimen shall be compressed 
to a deformation of S per cent of its 
original thickness unless definite iailure 
shall have occurred before this deforma- 
tion is reached. The loads required to 
produce failure and/or deformations of 
1, 2, 3, 4, and 5, per cent shall be re- 
corded. 

Note. — Certain types of insulating materials 
may be compressed to deformations greater than 
5 per cent without failure, and tlieir compres- 
sion at higher deformations may, in some cases, 
be desired. 

Calculations 


Crpssfyead of 
Tesfing Machine 


m 


Spherical-' 
Seat 
Cerfer of 


Sphericoi Surface-]-^ 


^S^^sfp^oricqi Bearing 


^ Block Assembly 
-‘-Tesf Specimen 




Weighing Table of 
^ ' Te5 ling ' Machine 


i 


Fig. 1.— "Spherical Hearing Block for 
Compressive Strength Test, 


id) The bearing block shall be used 
on top of the test specimen. in vertical 
testing machines when only one bearing 
block is provided. The plane bear.ing 
surface of the block assembly shall be in 
contact with the entire area of the top 
square face of the test specimen, and the 
bearing surface shall be parallel to the 
weighing table of the testing machine 
(Fig. 1). . The spherical seat of the bear- 
ing block shall be kept thoroughly 
lubricated to insure accurate adjust-, 
ment, which should be made by hand 
under an initial load of 2 psi. 

(e) The speed of the. moving head of 
the testing machine shall be not more 
than 0.05 in. per .min. 


5. (a) The compressive strength shall 
be calculated as follows: 



where: 

S = compressive strength in pounds 
per square inch, 

W = load in pounds at 5 per cent de- 
formation or at failure, which- 
ever is smaller,, and 

A = average of the gross areas of the 
top and bottom faces of the 
specimen in square inches. 

(5) The stress in pounds per square 
inch required to produce deformations 
of 1, 2, 3, and 4 per cent shall also be 
calculated from the formula given in 
Paragraph (a). 

Report 

6. The report shall include the 
following: 

(1) The average value of the com- 
pressive strength in pounds per square 
inch, and 

(2) The average values of the stresses 
in pounds per square inch required to 
produce deformations of 1, 2, 3, and 4 
per cent. 



Standard Methods of Test for 

COVERING CAPACITY AND VOLUME CHANC.E UPON 
DRYING OF THERMAL INSULATING CEMEN'r* 


w 

A.S«T.M. Designatioa; C 166 - 45 
Adopted, 1945A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 166; the final number indicates the year of original 


adoption as standard or, in the case 

Scope 

1, Wet covering capacity and volume 
change upon drying are often of major 
importance in the application of thermal 
insulating cement. These properties 
can be easily determined at the same time 
that the determinations of dry covering 
capacity are made. Therefore, the pro- 
cedures for determining these three 
properties are covered together in these 
methods. 

Definitioas 

2. (a) Wei Coming CapacUy—lLht 
wet covering capacity is the volume 
occupied in “board feet per 100 lb. of dry 
cemenf ’ when the cement is mixed with 
the recommended amount of water and 
molded. 

{b) Dry Covering C opacity , dry 
covering capacity is the volume occupied 
in “board feet per 100 lb. of dry cement’^ 
after the wet cement is molded and dried 
to constant weight in accordance with 
Section S. 

i Under the standardization procedure of the Society, 
these rnethods are under the jurisdiction of the A.S.T.M, 
CommiUee C’16 dn Thermal Insulating Materials. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1941 to 1945. 


of revision, the year of last, revision. 

{c) Volume Change upon Drying.-- 
The volume change upon drying is the 
percentage change in volume of the 
molded cement mixed with the recom- 
«mended amount of wa,ter when dried to 
constant weight in accordance with 
Section 5. 

Apparatus 

3. The ap|)aratus shall consist of the 
following: 

(a) Mold.— A rigid mold having inside 
dimensions of 1 by 12 by 36 in. with one 
end and one face open, and a piece of 
wood or other suitable material 1 by 2 
by Ilf in. in dimensions for squaring up 
the end of the test specimen toward the 
open end of the mold. 

. (i) Wax Paj^er—Sheets of wax, paper 
12 by, 36 in. in dimensions., 

(c) Engine OiL 

(d) Trowel— A . Id-in.,. recta, ngular 
plasterer trowel. 

' (e) Steel Rules. Steel .mles 18/. and 
36 in. in le,ngth,, accurate, to within -it in. 

Depth Gage.— A depth gage, con- 
.sis.ting :of a rigid, pointed rod approx,!-, 
mately | in. in diameter fitted with, a 
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flat disk about I iih in diameter which, 
may be moved along the rod either by a 
/sliding action or Ijy iiieaiis o.f threads. 

San3.pliiig and Mixing'^ 

4. The cement shall be sampled and 
mixed in accordance with the Standard 
Methods of Sampling and Mixing Ther- 
mal Insiikiting Cement (A.S.T.M. Des- 
ignation: C 163) of the American 
Society for Testing Materials.® 

Procedure 

5. (a) The inside surfaces of the mold 


cement in order, .to make a square '.end 
and to. prevent .movement of the... cement 
.after the troweling is completed-. , 

(c) The thickness shall be measured 
at nine points on the top^ surface of the 
sample as indicated in Fig, 1, 

(d) Thickness measurements .shall., be 
made, within' an accuracy of, plus', or, 
minus 2 per cent by means of a depth 
gage. The pointed rod of the depth 
gage shall be carefully pushed through 
the cement until it comes in contact 
with the bottom of the mold. The rod 
shall be constantly held in a vertical 



Fig. 1. Mold lor Test Specimens and Locations of Points for Thickness Measurements, 


shall be 'well oiled or lined with wax 
paper in order to prevent the cement 
from sticking to the sides and to permit 
convenient rcmo\’al of the specimen. 
The mixed cement shall then be placed 
in the mold. 

(b) The cement shall be troweled in 
one layer and in two directions, length- 
wise of tiie mold without unnecessary 
compactings until the surface is smooth 
and flush witli the top edges of the mold. 
Sufficient wet cement shall be used to fill 
the mold when the piece of. wood or other, 
suitable material is in place in the open 
end of the mold and in contact .with the 


Appeals ill publication, kcc Contents in Numeric 
Sctincnrf' of A.S/r.M. Designations at front of book. 


position and the disk shall be adjusted 
until its flat surface just comes into con- 
tact with the top surface of the cement. 
The disk shall be secured to the pin 
before the gage is withdrawn from the 
cement. The thickness of the cement 
shall be determined by measuring the 
distance from the flat surface of the disk 
to the pointed end of the rod with a steel 
rule or by some other suitable scale. 
The indentations in the cement showing 
the points of measurement shall not be 
filled but shall be allowed to dry in place/ 

(e) The width and length measure- 
ments shall be made with the steel rules 
within an accuracy of plus or minus A in, 
Width measurements shall be made at 
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locations approximately 6 ia. from each 
end of the specimen. Length measure- 
ments shall be made at locations approxi- 
mately' 2 in. from each 'Side of the 
specimen. ' While making these meas- 
urementSj the edge of the steel rule shall 
be allowed tomake an indentation in the 
wet cement in order ' to assure measure- 
ments at the same locations after the 
cement has been dried. 

(/) Immediately after the measure- 
ments have been made, or as soon there- 
after as recommended by the manu- 
facturer, the cement specimen and mold 
shall be placed in an oven at 225 dt 25 F. 
until dried to constant weight. The 
oven chamber shall be adequately vented 
in such a manner as to ensure complete 
circulation of the atmosphere of the 
entire oven chamber, preferably by fan 
or other forced circulation method. 

(g) After the dried specimen is 
weighed, it shall be measured for thick- 
ness, width, and length at the same loca- 
tions at which corresponding measure- 
ments were made before the specimen 
was dried. These locations are indicated 
by the indentation marks made in the 
wet cement. The thickness shall be 
measured as described in Paragraph (d). 
In order to prevent false thickness 
measurements on the dry specimen, due 
to the bottom surface of the specimen 
convexing, the specimen shall be re- 
moved from the mold and a flexible 
steel rule placed so as to conform to the 
bottom surface of the specimen at points 
where the thickness is to be measured. 
The point of the depth gage shall be 
inserted from the original top face until 
it touches the steel rule. 

Calculations 

6. The wet and dry covering capaci- 


ties and the volume change 'upon drying 
shall be calculated as follows: 



where: 

Cm = wet covering capacity in board 
feet per 100 lb. of dry cement, 

Ci = dry covering capacity in board 
■ feet per 100 lb. of dry cement, 

V = percentage volume change upon 
drying, 

d = average tliickness of wet speci- 
men in inches, 

h = average width of wet spedm/cn' 
in inches, 

I = average length of wet specimen 
in inches, 

W == weight of dry ■ specimen in 
pounds, 

di — average thickness of dry speci- 
men in inches, 

• == average width of dry specimen 

in inches, and 

k = average length of dry specimen 
in inches. 


.Note. — D ue to the wax paper or oil treat- 
ment preventing adhesion between cement and 
mold, the volume change (shrinkage) on drying 
will usually be greater in this test than that 
encountered in service where adhesion is ob- 
tained between the cement and the surface on 
which it is applied. 





Standard M.ethod of Test for 
to1':rmal conductivity of materials by means 

OF THE GUARDED HOT PLATE' 



: A.SXM. Designation: C 177 -45 
Adopted, 1945 .^ 

This Standard of the American Society for Testing Materials is issued , under 
the fixed designation C„ 177; the final number incficates the year . of originai 
adoption as standard or, in the case of revision, the. year of last revision. 


Urn melkod was developed^hy the Joint Committee on Thermal Conductivity of All 
Fortns'of insuMiotty sponsored bytheA.SJi.V,E.^ A,S.TM,^ ASJLE,^ and N,R£. 


Introductioa 

1, (fl) This method describes proce- 
dures to he used in the determination, by 
means of the guarded hot plate, of the 
thermal concluctiviiy of insulating, 
l)iulding» and other materials, whose con- 
ductivities do not exceed the maximum- 
value for which these procedures are 
applicable as sf>ecified in Section 2. ■ 

{h) Because of the requirements, pre- 
scribed in this metliod as to conditions 
under which conductivity tests shall be 
made, it should be recognized .that .the 
conductivity coefficients obtained- will 
not necessarily be the values pertaining 
under, ,all : service conditions; As an^ 
exam.ple, the .method provides that the 
conductivity coefficients shall be ob- 
tained by .test on dry , specimens, while' 


^ s Under the Rtandardizution procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee CU6 on Thermal in&ulaiinK .Materials.. 

® Prior to a<{optiou as standard, this method was pub- 
Iwhed as tentative from 1942 to 1945, being revised in 1945. 


in-service such a condition wlU' seldom 
be realized. 

. . -. (c)- The guarded hot plate is generally 
■used for deterniining the thermal con- 

■ ductivity of • .homogeneous/ materials .in 
the form of flat slabs, and this method 
.covers the procedure, for such tests.. It 
is recognized, however, that it^ is. fre- 
quently, desirable to determine the con- 
ductivity of certain materials used as 

■ p'ipe coverings, etc.,„and also materials 
' co.nstituting a wall construction or a part 
■thereof.. For such -purposes the 
guarded-end or caiibrated-end pipe 
methods of test and the guarded hot 
box method are recommended. 

(d) For satisfactory results, the prin- 
ciples governing the size, construction, 
and use of apparatus for the test de- 
scribed in this method should be fol- 
lowed. If the results are to be reported 
as having been obtained by this method, 
then ail of the requirements prescribed in 
this method shall .. be met.. ■ 



250 ■ TESXFOiRTHEiraAL CoNDucTiviTY'BY Guarded Hot Plate (C 177—45) 


' It should' be recognized that it is 
impossible in a method of this type to 
establish details of construction and pro-, 
cedure covering all contingencies so that 
it can be followed by a nontechnical per- 
son; and that, on this account, technical 
knowledge on the part of those using, this 
method concerning the theory of heat 
flow, temperature measurement, and 
general testing practices cannot be dis- 
pensed with as a result of the standardi- 
zation of the method. It is further 
recognized that it would be unwise, be- 
cause of the standardization of this 
method, to restrict in any way the activi- 
ties of research workers in the further 
development of new and improved 
methods. 

Scope 

2. (a-) For practical purposes, this 
method of test is limited to the de- 
termination of the thermal conductivity 
of materials having conductivities not in 
excess of 5.0 Btu. in. per sq. ft. per hr. 
per deg. Fahr. 

(b) The method is further limited in 
its application to thermal conductivity 
tests between the extreme temperatures 
of SO F. and 1400 F., or between mean 
temperatures of approximately 0 F. and 
1200 F. 

S3mibols and Definitions 

3. {a) Symbols . — ^The symbols used 
in this method have the following signifi- 
.cance:. ■■ 

: Q = total quantity of heat trans- 
ferred, 

'T '—'time, ' 

g = = rate of heat flow, 

. T 

A = actual area normal to the 
path of heat flow (flat sur- 
face), 

k = thermal conductivity, 
h = temperature of the hot sur- 
face, 


if = temperature of the cold sur- 
face, : 

L == length of path of heat flow 
, (thickness), 

. i? = tliermal resistance (degrees, 
per unit of hea.t transferred 
per unit time), and 

(;.>= — thermal conductiu'ice (lieat 

transferred per unit time, 
;per' degree). 

(b) Thermal Conducimiy--'T\\Q ther- 
mal conductivity of a homogeneous ma- 
terial is the rate of heat flow, . under 
steady conditions, through unit area, per 
unit temperature gradient in the direc- 
tion perpendicular to the area. It is 
calculated as follows: 

= (0 

ilrOt'-Z-i) idi— la) 

Note 1. — Thermal coiuluctivity is usually 
expressed in English units as Btu. per sq. ft. per 
hr. per deg. Fahr. for a thickness of 1 in. This 
may be expressed mathematically as Btu. in. 
per hr. sq. ft. deg. Fahr,, or Btu, hr.“'l ft.*® deg. 
Fahr.*^ in., or in various other forms. Other 
units are also found in the literature, and the 
conversion factors given in 'ral>le T may there- 
fore be found useful. 


TABLE I.-CONVKRSION FACTORS FOR TIIERKtAL 
CONDUCTIVITY. 



Cal. cm. 
per sec. 
per 

sq. cm. 
per deg. 
Cent. 

Watts 1 
era. |:>cri 
sq. cm. 
per deg. 
Cent. 

Kg. 

cai. m. : 
per hr. 
per: 

■sq.m, i 
.per deg.' 
Cent. 

Btu. in. 
per sq, 
it. per 
hr. per 
deg. 
Fahr 

1 cal. cm . per sec. per 





sq. cm, per deg. 
Cent. 

1 

4.185' 

:360 ' ' 

2003' 

1 watt cm. per sq. 
cm. per deg. Cent.. 

0.2389 

t 

86.00 

■693.7 

1 kg-cal. m. per lir. 
per sq. m. per deg. 
Cent 

0,002778 : 

0.01163 

i ' 

1'. ' 

8.064, 

1 Btu. in . per sq. ft. 

, hr. per deg. 

0.0003445 

0.001442’ 

0,124o’ 

1 


(c) Thermal Condudance.—Tht ther- 
mal conductance of a body between two 
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specified isothermal surfaces is equal to 
the rate of heat flow through the body, 
per unit difference between the tem- 
peratures of tlic isothermal surfaces 
under consideration. It is calculated as 
follows: 


The plates are usually square, but round 
plates are occasionally used. The term 
guarded hot plate is applied to the en- 
tire assembled apparatus including the 

|L — __// ^1 


NoTic 2,— Thermal conductance is usually 
expressed in . English , units as Btii. per hr. per 
deg. Fahr. temperature difference between the 
two surfaces. Recent developments in ■ nomen- 
clature have largely eliminated the terra C in 
favor of the expression 1/R. The heating and 
ventilating engineer, however, dealing largely 
with compound walls, makes considerable use 
of the term unit conductance or C/unit area, 
and has, tlu'refore, continued tlie use of the term 
C for conductance. 

Appaxat'us 

4. (a) It is not intended in this 
method to include detailed requirements 
for the construction or operation of any 
particuhir guarded hot pkte for deter- 
mining conductivity values (Note 1). 
Any plate conforming to the limitations 
prescribed in Paragraphs (b) to (j) will 
be satisfactory. 

None 1 , I'or the convenience of new workers 

in the field, arrangements have been made for 
making available complete specifications and 
directions for the building and use of three 
typical guarded liot plates-* complying with the 
requirements of iliis method and known as the 
National Bureau of Standards plate, the Na- 
tional Research Council plate, and the Alundum 
plate, Tlie National i.kireau of Standards plate, 
and tlie National J'scscarch Council plate are- 
square ami liavc metal surface plates. The 
Alundum plate is built with the heating coils 
molded into alundum cement so as to give a 
circular plate with alundum cement faces. It 
has tlie obvious advantage of being usable in the 
moderate high temperature field. 



£ 


I 


D C D\ 






A 


K1 


D C D 



A— Central Heater. V Central Section 

Heating B— Central Surface Plates. / of Heating 

Unit Unit. 

C— Guard Heater. 1 Guard Section of 

. U— Guard Surface Plates. / Heating Unit. 


Q)) The genera! features of the 
guarded hot plate are- shown in Fig, L 


»Deiane{l infonnation on each of the three guarded 
hoi plate.s mentioned is available from the American 
Society for Testing Materials, 1916 Race St., Philadel- 
phia 3, Pa. 


E— Cooling Units. 

E» — Cooling Unit Surface Plates. 

F — Differential Thermocouples. 

G — Heating Unit Surface Thermocouples. 

H— Cooling Unit Surface Thermocouples. 

I— Test Specimens. 

. -. .Fig. 1 , — General Features of - the Guarded 
• Hot Plate. 






.252 /Test FOE: THE.raAi. CoNBUcTm Guarded Hot Plate (C, 177 ~ 45) 


heating unit, .the cooling units, and. the 
edge ' insuiat io.n.. The,, heating , unit . con- 
;sists of the. central section of the heating 
unit and the guard section of the heat- 
ing . unit. The centra.!, section ' of the 
heating unit consists of a central heater 
and oentraT surface .plates. The guard 
..section of t.he heating unit consists of one ■ 
or more , guard . . heaters and the guard, 
surface plates. The surface plates are 
usually made of noncorrosive, .highly 
conducting metal; however, the central 
section and the guard section of the 
heating unit may each be molded of 
alundum cement or other materials of 
low conductivity so as to include both 
the heater and the surface plates 
;:(Note:2). . . \ 

. Note 2.— The surfaces, of the heater plates 
and cooling plates should Ije finished to as nearly 
a true plane as possililc and should be checked 
periodically. Variations over 90 per cent of 
the surface should be nil with maxiinum varia- 
tions on any portion of the surface not exceeding 
0.003 to 0.005 in. 

.(c) In the design of the ..guarded hot . 
plate for testing materials for use in 
any particular temperature or ' conduc- 
tivity range, due consideration shall be 
given to the materials used in the con- 
struction of the hot plate with respect to 
their performance at the temperature 
to which the plate will be subjected. 
Consideration shall also be given to the 
rate at which heat must be supplied and 
absorbed by the heater and the coolers 
in designing the electrical resistance and 
current-carrying capacity of the heating 
element. Otherwise, no particular 
variations need be made in the design of 
hot plates for use in determining the 
conductivity of materials at the widely 
different mean temperatures mentioned 
in Section 2 (i). 

(d) Heating units having metallic sur- 
faces shall have a definite separation or 
air gap not greater than | in. between 
the measuring area of the central surface 


plate ■ and the guard . surface plates. 
These - plates shall have highly emissive 
surfaces, ' The separation between the 
main central section and the guard ..sec- 
.tion of the heating units shall not exceed 
I .in., and, this, separation is allowable 
only if the spacing bars on either side 
of the plate separation are of .heavy cop- 
per in- order to distr.ibiite the heat on the 
surface plates..'. In, all other cases the 
separation shall not exceed -I in. The 
test area shall be .calculated from, the 
center of one separation to the center of 
■■ the other . separation across , the -..central 

■ surface, of the plate,^ . 

(e) The heater of the guarded hot 
'■plate shall be provided with at least two 
Thermocouples on each face of llie central 
surface plate, and at least two thermo- 
coup.les on ea,cli face of the guard surface 
plate, located at opposite edges. These 
thermocouples may he read either indi- 
vidually. to indicate any temperature 
difference tliat may exist between the 
central and guard surface plates or 
-.they-'may be connected differentially, 
and., -thus indicate such temperature 
difference directly. The differential 
■method . of ■ . connecting . the ceiiter-to- 
guard. thermocouples is the more sensi- . 
tive, and is '.to' be preferred. When the 
thermocouples, are to , be ,read ind> 

■ vidually, ...they may, be. peened, welded, 
or soldered to the surface plates.. When 

■'they are to be ,comiected differentially, 
-.it- .is essential that : they . be - electrically 
insulated from, each, other. ■ . This may be. 
'acco.mp.lished' by , installing.- the thermo- 
■■cGuples'in shallow. grooves in the surface 
plates. ' with- an : electrically . .insulating 
■cement, in such, a manner that the bead 
of each thermocouple is in the plane of 
the surface of the plate. . ' 

< In putting a new heating unit into operation for the 
first time, care should be taken to insure -that the two faces 
of tlie heating unit maintain essentially: equai temperature 
. throughout the temperature range of the apparatus. 
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(/) The cooling units, shall have the 
same surface dimensions as the heating 
unit« They may consist of metallic 
plates cooled by a fluid, electrically 
heated plates .maintained at tempera- 
tures below that of the heating unit, or 
thermal insulation applied to the cool 
surface of the test specimen, depending 
on the mean temperature desired. 

(g) The edge insulation may be of 
any convenient loose-fill or blanket-type 
insulating material to reduce edge losses 
from the heater plate, test specimens, 
and cooling plates. It shall be of such 
thickness that the resistance to edge 
losses shall be at least twice and prefer- 
ably three or more times the thermal 
resistance of the specimen in the direc- 
tion of normal heat flow. 

(/i) The surface temperatures of the 
Lest specimen may be determined either 
by means of thermocouples mounted in 
the hot and cold plates or by thermo- 
couples located in the surface of the 
specimen, depending on the nature of the 
material to be tested. For nonrigid ma- 
terials that have a unit conductance of 
less than LO Btu. per sq. ft. per hr, 
per (leg. Fahr. and that conform to 
the surfaces of the plates, the surface 
temperatures of the specimens shall be 
taken as those indicated by the thermo- 
couples attached to the hot and cold 
surface plates. For this purpose both 
the Iiot and cold plates shall each be 
sup|)licd with at least two thermocouples 
mounted in,. the surfaces of the plates as 
described in Paragraph {e). Preferably, 
the thermocouples should be insulated 
from the plates and read differentially 
between the liot and cold plates, the 
surface temperatures of the specimen 
being taken as those of the plate surfaces 
in contact with it For rigid' materials 
that fail to conform to the surfaces 
of the ])lale, and for all materials hav- 
ing a unit conductance higher than 1.0 
Btu. per sq. ft. per hr. per deg. Fahr., 


separate surface thermocouples shall be 
used. These thermocouples shall be 
mounted on the surface of the specimen 
in any convenient manner suitable for 
the purpose, such that the tlieimocouple 
junction is flush with the surface of the 
specimen. When thermocouples are used 
in the surface of the specimen, there 
shall be placed between the surfaces of 
the specimen and the hot and cold plates 
a piece of blotting paper or asbestos 
paper, depending on the temperatures 
encountered. For nonrigid materials of 
low conductivity, the use of thermo- 
couples in the plates is preferred; while 
for rigid materials and those of high 
conductivity, the use of surface thermo- 
couples is preferred. In the inter- 
mediate range the choice of method is 
left to the judgment of the operator. 

(i) The thermocouples mounted in 
the surfaces of the plates shall be made 
of wire not larger than No. 23 A.w.g,, 
while those used as surface thermo- 
couples shall be made of wire not larger 
than No. 29 A.w.g. 

(j) A potentiometer having a sensi- 
tivity of 5 microvolts or less shall be used 
for all measurements of electromotive 
force. 

Sampling and Preparation of Specimens 

5. (a) When this method is used as a 
guide in determining the thermal con- 
ductivity of special samples for control 
of manufacturing processes, for deter- 
mining compliance with purchase speci- 
fications, and for other similar purposes, 
the selection and preparation of samples 
must obviously be left to the discretion 
of the person desiring the information. 
When, however, standard tests are to be 
made for the purpose of reporting ther- 
mal conductivity of a given material for 
consumer use, or for any other purpose 
where a definite statement of the history 
and condition of the sample is not avail- 


254 Test for Thermal Conductivity by Guarded Hot Plate (C 177 - 45) 


ablcy and ill all cases where the test is' 
reported ' as having been performed in 
accordance with this method, the ma- 
terial shall be sampled and the specimens 
shall be prepared in accordance with 
Paragraphs (6)' to (h). 

:{b) The sample shall be. selected so as 
to provide two specimens as nearly iden- 
tical as possible and of such size as to 
completely cover the heating unit. The 
specimens shall be of sufficient thickness 
to give a true average representation of 
the insulating material to be tested. 
Since excessive thickness of the speci- 
mens and consequent excessive dimen- 
sions of the area of the guarded hot plate 
unnecessarily complicate the manipula- 
tion of the test procedure, the specimens 
shall not be too thick. The thickness of 
the specimen shall be great enough to 
allow a sufficiently accurate measure- 
ment of this dimension for calculating 
the thermal conductivity. The relation- 
ship between the maximum thickness of 
the test specimen used and the minimum 
dimensions of the guarded hot plate shall 
be as follows: 


Maximum 
Thickness 
ofTest^ 
Specimen, in. 

2 ..... 
4 


Minimum Linear Surface Dimensions of 
Guarded Hot Plate (Square or Round) , in. 
Central Section Guard Section 
or Test Area of or Guard Area of 
Heating Unit Heating Unit 


4 

8 

12 

12 


n 

3 

6 


{c) The sample shall be chosen as a 
fair representative of the material of 
the particular t}p)e on the market, or 
that to be used by the consumer. It 
should, therefore, preferably be pur- 
chased on the open market by an un- 
biased person. Three separate samples, 
not expected to have originated from the 
same day’s output at the manufacturing 
plant, nor from a single shipment there- 
from, shall be thus obtained from three 
different sources. The three or four 
tests prescribed in Section 6 (a) shall 
be made on each of these three samples 


in determining the conductivity of the 
given materia,!. ■ 

■ {d) .In testing all forms of lioinogeiie- 
ous materials, tlic surfaces of the lest 
specimens shall be made as plane as 
possible, by sandpapering or otherwise, 
in order that intimate contact between 
the specimens and the plates or the paper 
may be effected. 

(e) The sample from, which the test 
specimens are to be taken shall be 
weighed in the as-received condition and 
then dried at 215 F. until excess moisture 
is driven off as indicated by a constant- 
weight determination. . (If the material 
is one that may be chemically affected by 
heating to 215 F,, the sam|)le shall be 
dried in a desiccator at from 120 to 140 
F.) The as-rcccived weight, the dry 
weight, and the necessary piiysical di- 
mensions of the sample for calculation of 
the density of the material as tested 
shall be recorded. (For solid and blanket- 
type materials the physical dimensions 
shall be determined separately before 
and after drying. The density of loose- 
fill materials shall be based on the volume 
occupied in the guarded hot plate and the 
weight after drying.) 

(/) Sa.mples of homogeneous solid ma- 
terials to be used for test shall be dried 
in accordance with. Paragraph (e), and 
the specimens cut to size, or molded or' 
pressed into the proper size and shape, 
with due consideration .to the treatment 
of the material in question, weighed,, and 
placed in the guarded hot plate' for meas- 
urement of thickness, prior to testing, in 
accordance with Section .6' (c). . 

(g) Samples of blanket-type ^m.ate- 
rials to be used for test shall, after ;being 
dried in accordance .with '.Paragraph (e), 
be measured for thickness in accordance 
with the Standard Methods of Test for 
Thickness and Density of Blanket Type 
Thermal Insulating Materials (A.S.T.M. 
Designation: ,.C' ,16.7) of .the American 


Test FOR Thermal. Conductivity by Guarded Hot-Plate (€177 - 45) ' :255 


Society for Testing Materials.® Two 
representative specimens of the material 
cut to proper size shall be weighed, then 
placed in the guarded hot plate and com- 
pressed to the specified thickness, and 
the thickness measured in accordance 
with Section 6 (c). 

- (li) Samf)les of loose-fill materials to 
be tested at any prescribed density 
shall, after drying in accordance with 
Paragraph (c), be confined in the shape 
of a square or circular slab of dimensions 
suitable for the particular hot plate to 
be used and of a thickness not less than 
five times the size of any particle com- 
posing the test specimen, provided that 
in no case shall the thickness be less than 
1 in. Two representative portions of 
the sam]:)le, of such weight (determined 
to an accuracy of ];)lus or minus 0.5 per 
cent) as will give tlie prescribed density 
when packed into spaces of the required 
dimensions, shall be weighed out and 
Huffed up. The test specimens shall 
then he prepared in accordance with 
either method 1 or 2, as follows: 

Method /." The guarded hot plate 

shall be set up with the rec|uired dis- 
tances between tlic heating unit and the 
cold plates. Each portion of the sample 
shall 1)0 divided into four equal parts. 
One |)art sliall be placed in one side of 
the apparatus and vibrated or tamped 
until it occii|)ies just one-quarter of the 
volume of that side. The remaining 
parts shall be introduced in the same 
way, one at a time, packing the mate- 
rial down by vibrating or ta,mping until 
it occupies its appropriate volume. The 
Other sample shall then be placed in the 
other side, of the apparatus in exactly 
the same manner. 

. M eihoi ,2.— Two .shallow square or cir- 
cular boxes having' outside flat dimen- 
sions the, same ,as .those of .the guarded 
hot -plate, shall be used. , The edges shall 


Appears in this puhlicationj see Contents in Numeric 
Sequence o£ A.S.T.M. Designations at front of book. 


be made of wood strips J in. in thickness 
and of such width as to make the depth 
of the box equal to the: thickness of the 
specimen to be tested. The ' two square, 
or circular faces shall be made by gluing 
blotting paper or asbestos paper to the 
edges of the strips. With one face in 
place and the boxes lying horizontally, 
one portion of the sample shall be placed 
in each box, the material pressed down, 
and the other paper face glued in place. 
These two boxes containing the test 
specimens shall then be placed in the 
guarded hot plate. For materials the 
densities of which cannot be altered at 
will, the container shall be placed in a 
horizontal position with one side open, 
an excess of the dried sample weighed 
and poured in, the container shaken, 
and the excess material leveled before 
the upper paper face is glued in place. 
The weight of the material used shall be 
obtained by weighing the excess and 
subtracting it from the weight of the 
original material. 

Procedure 

6. (a) At least three and preferably 
four determinations shall be made on 
each specimen at mean temperatures 
which will cover the range of tempera- 
tures over which the material is to be 
used. For any test, the temperature 
difference across the specimen shall be 
not less than 40 F. The above mean 
temperatures of the specimen shall differ 
from each other by at least 30 F. 

ih) The atmosphere surrounding the 
test equipment shall have a dew-point 
temperature not higher than the coolest 
part of any surface or material in, or 
forming a part of, the test apparatus. 

{c) If the thermocouples mounted in 
the surfaces of the plates are used to 
determine surface temperatures (Section 
4 {h)) the thickness of the test specimen 
shall be taken as the distance between 
the surfaces of the hot and cold plates 
when the specimen is in place in the 
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apparatus, ' If separate, surface thermo- . 
couples are used, the thickness of the 
test specimen shall be taken as the dis- 
tance between the surfaces of the hot 
and cold plates when the specimen is , 
in place in the apparatus, minus the 
thickness of the two layers of blotting or 
asbestos paper used. 

(d) The heating element of the central 
heater shall be supplied with electrical 
energy regulated to give the desired tem- 
perature gradient through the test speci- 
men and held constant within plus or. 
minus 1 per cent, means being provided 
to measure ' this ' energy. Automatic, 
regulation is : recommended . ' . Where, 
.automatic "regulation is not available,, 
the energy, .input,. shall be .regulated. ;by 
means of manual adjustment. The rate 
of electrical energy, input, to the guard, 
'ring .shall .then be adjusted so that the 
maximum temperature difference, (Para- 
graph (e)) between the center, and guard 
surface plates during the 5-hr. test ob- 
servation period shall be not greater 
than 0.75 per cent of the average tem- 
perature drop through the two halves 
of 'the specimen, as determined :by' the 
.^differential thermocouples .or., the surface 
thermocouples.^ The average tempera- 
ture difference between these surface 
plates during the test period shall be 
not greater than 0.2 per cent of the tem- 
perature drop through the specimen. 

(e) The cooling units shall be so ad- 
justed that the temperature drops 
through the two test specimens shall 
not differ by more than 1 per cent. 

(/) After steady state has been 
reached, the test shall be continued with 
the necessary observations being made 
to determine temperature difference, 
center-to-guard thermal balance, and 
heat input until successive observations 
made at intervals of not greater than 1 
hr., over a period of 5 hr., give thermal 
conductivity values that are constant to 
within 1 per cent. 


■(g) Upon completion of the test, the 
specimen shall be reweighed and the 
weight recorded. 

Calculations . 

7, {a) The density of the sample after 
drying, the moisture in the sample as 
received, and the moisture regain during 
test shall be calculated as follows: 


i2=(G-F)X^xL 

F B 

where: 

D = density of the sample after drying 
(pounds per cubic inc'h or grams 
per cubic rciiiimeter), 

M,'= moisture in the sample as received 
(pounds |')er cubic inch or grams 
per cubic centimeter), 

R = moisture regain during test (pounds 
per cul)ic inch or grams per cubic 
centimeter), 

A == weight of sample after drying 
prior to test (pounds or grams), 
B — volume of sample after drying (cu- 
l)ic inches or cubic centimeters) , " 
■ C • - weight of sample as received 
(pounds or grams), 

p =: weight, of specimen p.rior to., test 
■■■" (pounds, ..or: grams), and . , 

U weight of specimen after test 
(pounds' or, grams). 

■ ' (5). , Thermal conductivity shall, be, cal- 
culated by means, of ,Eq. 1 (Section 3 (b)). 

Report ' 

8. .(a) The, ..report of,, the. results of 
each test shall include the following : 

.'. , (i) Name and any other;,. identifica- 
tion of the material, 

■■ ■ ■ (2) Thickness of specimen,, tested, 

' (3) D.ry weight of sample before test, 

, . ... (4)" Density of dried sample,' (before 
test).,,-.' ' 
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(5) Moisture in sample “as re- 

ceived/V 

Moisture regain during test, 

(7); Temperature range of test, 

(S) Hot-surface temperature, 

( 9 ) Cold-surface temperature, 

( 10 ) Mean temperature of test, 

(11) Heat, input in Btu. per sq, ft. per 
!m,,and ■ 

:{ 12 ) Thermal conductivity. 


.. (b) The conductivity - mean tempera- 
ture relationship for any ma ter ial tested, 
shall be obtained from a curve resulting 
from plotting the thermal conductivity' 
versus mean temperature, and represent- 
ing the average of the tests on the three 
samples tested. The maximum devia- 
tion obtained from this average curve, 
and the mean temperature at which this 
maximum occurs shall be reported. 



Stafidard Methods of Test for 

THICKNESS AND DENSITY OF BLANKET TYPE THERMAL 
INSULATING MATERIALS* 



A.S.T,M. Designation: C 167 - 44 

Adopted, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 167; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods of test cover the 
procedures for determining the thickness 
and density of flexible, felted or woven 
thermal insulating blankets, rolls, or 
batts, with or without reinforcement, 
composed of fibrous materials. 

Apparatus 

2. The apparatus for measuring thick- 
ness of the test specimen shall be a 
depth gage of the type shown in Fig. 1. 

Test Specimen 

3. (a) The size of the test specimen 
shall not be limited, but the specimen 
shall be of sufficient area to be repre- 
sentative of the lot or shipment in 
question, 

(&) In case of reinforced blanket insu- 
lations, the reinforcing material, regard- 
less of its nature, shall not be removed 
when making thickness measurements. 
However, in case of high-rib lath rein- 
forcement, the thickness measurement 
shall be made between ribs or, where 
this is not practical, the thickness of the 
rib lath shall be deducted from the total 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-16 on Thermal Insulating Materials. 

2 Prior to adoption as standard, these methods were 
published as tentative froml941 to 1944. 


thickness as measured with the depth 

Procedure 

4. (a) Thickness Measurements --The 
test specimen shall be ruled off into ten 
approximately square and ' equal , areas 
and a thickness measurement taken at 
the center of each area. In making the 
thickness measurements the test speci- 
men shall be placed on a flat surface and 
the penetrating pin of the depth gage 
shall be forced downward through the 
specimen, perpendicular to the flat 
surface. When the point of the pin 
touches the flat surface, the sliding disk 
shall be lowered to the point of contact 
with the top surface of the specimen. 
The gage shall be withdrawn and., the 
distance from the point of the pin. to 
the sliding disk measured within , an 
accuracy of plus or minus iV in. 

(b) Weight and Dimensional Measure- 
ments* — The entire test specim.en used 
for the thickness measurements.' shall be, 
weighed within an , accuracy, of plus .or 
■minus 0.5 per cent, and the, length and 
' width of the specimen.shall be measured 
within an accuracy, , of plus, or .minus 
0.5 per .cent : 
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Fig» 1.'--* Depth Gage for Thickness 
Measurements. 


Calculations 

S, (a) ' lldcJcmss --The average of the 
ten thickness measurements made in 
accordance with Section 4 (a) shall be 


taken as the ^^thickness^ as-received” of 
the test specimen. 

(b) Density. — The , ^Mensity, ' as-re- 
ceived” and the ^^densityj at specified 
thickness” shall be calculated as follows: 


‘^Density, as received/’ 

lb. per cu. ft. = 


W X 1728 
AXBX'Ci 


^‘Density, at specified thick- 
ness,” lb. per cu. ft. 


W X 1728 
AXBXC^ 


where: 

W = weight of test specimen in 
pounds, 

A = length of specimen in inches, 

B == width of specimen in inches, 

Cl = ‘‘thickness, as-received,” and 
C% = thickness specified on ordering 
or designating the material. 


Report 

6- The report shall include the 
following: 

(1) Average, maximum, and mini- 
mum values of “thickness, as-re- 
ceived,” expressed in inches. 

(2) “Density, as-received,” ex- 
pressed in pounds per cubic foot. 

(J) “Density, at specified thick- 
ness” expressed in pounds per cubic 
foot. 



Stafidard Definitions 

TERMS RELATING TO THERMAL INSULATING 
MATERIALS* 



A.S.T.M. Designation: C 168 ~ 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 168; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Preformed Thermal Insulating Block*— A 
rigid or semirigid thermal insulating 
material, either flat or segmental, for 


I Under the standardization procedure of the Society, 
these definitions are under the jurisdiction of the 
A.S.T.M. Committee C-16 on Thermal Insulating Ma- 
terials. 

* Prior to adoption as standard, these definitions were 
published as tentative from 1941 to 1944. 


application as received, and excluding 
brick of the 9-in. series* 

Thermal Insulating Cement. -A prepared 
material which, when mixed with a suit- 
able proportion of water, applied as a 
plastic mass, and dried in place, affords 
a substantial resistance to heat trans- 
mission* 
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Stmidard Specijications J'or 

REFRACTORIES FOR HEAVY DUTY STATIONARY 
BOILER SERVICE! 



A.S.T.M. Designation: C 64 -41 
Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 64; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L (a) The purpose of these specifica- 
tions is the selection of fireclay refrac- 
tories for Iieavy duty boiler furnaces in 
which the temperature of the combus- 
tion chamber is continuously, or a 
significant portion, of the time, above 
2400 F. (1315 C.). They may not 
apply to s|iecial conditions sometimes 
encountered in high-power utility boilers. 

{b) These specifications are intended to 
cover only burned p,roducts .made from 
fire clay by the usual processes of manu- 
facture, a,nd are not intended to include 
products other than those regularly 
sold as' fireclay brick . 


1 Under the standardiJiation procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-8 on Refractories. 

2 These specifications together with the Standard Speci- 
fications for Refractories for Alodcrate Duty Stationary 
Boiler Service (C 153 -41) replace the former Standard 
Specifications for Fireclay Brick for Stationary Boiler 
Service (C 64 “■ 39), These specifications comprise a 
revision of the requirements for heavy duty refractories 
formerly contained in Standard Specifications C 64 -39. ^ 

Prior to their present adoption as standard, these speci- 
fications were published as tentative from 1927 to 1928. 
Thev were adopted in 1928, published as standard from 
1928' to 19.34, but withdrawn in 1934 and republished as 
tentative from 1934 to 1936. They were again adopted in 
1936, published as standard from 1936 to 1940, being revised 
in 1939, and again withdrawn and republished as tentative 
from 1940 to 194L Editorially revised in 1942. 


Zones of Highest Temperatures 

2. (a) The refractories to be used in 
the zones of highest temperatures, such 
as sidewalls, arches, doors, and jambs, 
shall be high heat duty or super duty 
fireclay brick. The conditions to be 
encountered in the particular installa- 
tion should be carefully considered so as 
properly to select from the following 
classification (Paragraphs (&) to (e)) the 
type or types of refractories best suited 
for the service. Unless type By C, or D 
is definitely specified, there shall be sup- 
plied for this section of the specifications, 
type Ay which is designed for average 
boiler furnace conditions. 

(6) Average Boiler Furnace Condi- 
tions . — In the case of average heavy 
duty boiler furnace conditions, the re- 
fractories shall conform to the require- 
ments for type A (Section 6(a)). 

(c) Moderately Severe Conditions of 
Spalling.— Whtii moderately severe con- 
ditions of spalling are to be encountered, 
the refractories shall conform to the 
requirements for type B (Section 6{h)). 

{d) Moderately Severe Conditions of 
Slagging . — When moderately severe con- 


A **teHtative revision^* of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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ditions of slagging are to be encountered, 
and provided the spalling condition 
is not too severe, the refractories shall 
conform to the requirements for type C 
(Section 6 (c)), 

(e) Extremely Severe Conditions of 
Sf ailing or Slagging , — When extremely 
severe conditions of spalling or slagging 
are to be encountered, . and especially 
when both may occur to an unusual 
extent, the use of super duty fireclay 
refractories may be justified. When 
specified, they shall conform to the 
requirements for t 3 rpe D (Section 6 {d)). 

Division Walls Heated on Both Sides 

3. Depending upon the particular 
conditions to be encountered, the refrac- 
tories used in constructing the division 
walls shall be high heat duty or super 
duty fireclay brick. Unless the super 
duty fireclay brick, type D (Section 
6 (d)) is definitely specified, there shall be 
supplied for this section of the specifica- 
tions the high heat duty fireclay brick, 
type E (Section 6(a)). 

Zones of Lower Temperatures 

4. This section of the specifications 
pertains to refractories to be used in 
backing up the brick in the zones of 
highest temperatures and for walls of 
the second and third passes. The 
service conditions to which such brick 
are subjected vary with the size and type 
of boiler, thickness of wall, degree of 
insulation, draft conditions, and the 
actual position in the furnace. Leaky 
baffles may sometimes cause the brick 
beyond the first tube bank to be sub- 
jected to higher temperatures than 
would normally be present. Depending 
upon the particular conditions, and upon 
the margin of safety desired, the brick 
selected shall be high, intermediate, or 
low heat duty fireclay brick as specified 
by type AL , F, or G, respectively . Unless 
type A ox G is definitely specified for 


this section of the specifications, there 
shall be supplied the intermediate heat 
duty brick, type F (Section 6 (/)). 

REQUIREMENTS FOR THE VARIOUS ' 

■ ■ TYPES OF REFRACTORIES 

Size and Warpage 

5. The following permissible varia-, 
tions in size and warpage shall .apply to 
each type of refractory listed, in 

Section 6: 

{a) Size. — When tested in accordance 
with the Methods of Test for Size and 
Bulk Density of .' Refractory Brick 
(A.S..T.M. Designation: C 134) ' of the 
American Society for Testing Mate- 
rials,® the standard 9-in. fireclay brick 
shall not show a size variation of more 
than plus or minus 2 per cent. Tile or 
shapes shall not show a size variation of 
more than plus or minus 2 per cent on 
dimensions of 4 in. or over, and plus or 
minus 3 per cent on dimensions smaller 
than 4 in. 

(&) IF’arj{?age.'~*Ninety-five per cent 
of the shapes shall not show a warpage 
greater than 1 per cent of the diagonal 
used in making the measurement. 

Test Requirements 

6. (a) Type A —Type A shall be a 
high heat duty^ fireclay brick conform- 
ing to the following requirements: 

Refractoriness,--T\kO ■ brick shall be 
required to meet only one of the follow- 
ing requirements: Pyrometric cone 
equivalent not lower than cone No. 
31-32, or not more than 1.5 per cent 
deformation in the 2460 F. (1350 C.) 
load test. 

■' Permanent Linear Shrinkage, 

- tested in ■ accordance with schedule B 
(2550 F., 1400 ■ G.) ' .of the permanent 
'linear change te,st,'the brick shall not 

* Appears in this ptiblicatioii, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

< See the ^ Glassification of Fireclay Refractories 
(A.S.T.M. Designation: C 27) * which appears in this pub- 
lication, see Contents in. Numeric Sequence of A.S.T.M.. 
Designations at front of book. 
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show a contxaciioii of more than 1.5 
per cent. 

Spalling. Wlien subjected to the 

panel spalling test (preheated at 2910 F,, 
1600 (b)y the I)rii:k shall not show a loss 
greater than 15 per cent. 

(b) Type Typa B shall l)e a high 
heat clniy^ lirei^lay brick conforming to 
the following rcMiiiirements; 

Refrudoriness, ' The brick shall be 
required to meet only am of the follow- 
ing require'ments: , Pyrometric cone 
equivalent not lower than cone No. 
31“‘32j or not more than l.S per cent 
deformation in the 2460 F. (1350 C.) 
load test. 

Permanent Linear Shrinkage,— When 
tested in aci:(>rduncc with schedule B 
(2550 F., MOO C.) of the permanent 
linear cbaiigc test, the brick shall not 
show a coni raci ion of more than ,1.5 
per cent. 

Spailing,^ Wlum subjec.led to the 
panel spalling test (preheated at 2910 
F., 1600 Cb), the brick shall not show a 
loss greater than 10 per cent. 

(c) Type C* -Type C shall be a high 
heat duty"^ firc!clay brick conforming, to 
the following requirements: 

Refradorimss. The brick shall be 
required to meet only one of the follow- 
ing ,reqii irements : Pyrometric cone 
equivalent not lower than cone No. 
3M32j or not in«>rc tiian 1.5 per cent 
deformation in the 2460 F. (1350 C.) 
load test. 

Fmnancfd IJpiear Shrinkage— When 
tested in accordance with schedule B 
(2550 F., 1400 C.) of the permanent 
linear cliange test, the brick shall not 
show a contraction of more than 1.5 
percent. 

Water Aibsorpiion, Because /w 

varieties of clay refractories can. be 
supplied to conform to the requirements 
for refractoriness as given above, each 
type shall conform to a specified maxi- 
mum water absorption. The brick in- 


tended to conform ^ to the specified 
P.C.E. shall have a water absorption of 
not more than 10 per cent. ' ' Brick which 
are supplied to conform to the load test 
requirement shall have a water absorp- 
tion of not more than 18 per cent. 

(d) Type D, — Type D shall • be . a 
super duty^ fireclay brick conforming to 
the following requirements: 

Pyrometric Cone Equivalent— The 
brick shall have a P.C.E. not lower than 
cone No. 33, 

Permanent Linear Shrinkage, — When 
tested in accordance with schedule C 
(2910 F., 1600 C.) of the permanent 
linear change test, the brick shall not 
show a contraction of more than 1 per 
cent. 

Spalling,— Whm subjected to the 
panel spalling test (preheated at 3000 
F., 1650 C.), the brick shall not show a 
loss greater than 4 per cent. 

(e) Type E, — Type E shall be a high 
heat duty^ fireclay brick having the 
following characteristics: 

Refractoriness. — Two varieties of clay 
refractories are available for this class: 
Brick which shall show a deformation of 
not more than 6 per cent in the 2460 F. 
(1350 C.) load test and shall have a 
pyrometric cone equivalent not lower 
than cone No. 3M32; or brick which 
shall show a deformation of not more 
than l.S per cent in the 2460 F. (1350 C.) 
load test. 

if) Type F. — ^Type F shall be an 
intermediate heat duty^ fireclay brick 
conforming to the following require- 
ments: 

Refractoriness, — The brick shall be 
required to meet only of the follow- 
ing requirements: Pyrometric cone 
equivalent not lower than cone No. 29, 
or not more than 3 per cent deformation 
in the 2460 F. (1350 C.) load test. 

Modulus of Rupture. — The brick shall 
have a modulus of rupture of not less 
than 500 psi. 
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(g) Type Type G shall be a low 
heat ' diity^ ' fireclay brick conforming to 
the following requirements: 

' FyromeiriC: Cone EquivaIeni,—ThQ 
brick shall have a P.C.E, not lower than 
cone No.. 19. 

^ Modulus of R-upiure . — The brick shall 
have a modulus of rupture of not less 
than.500,.psi. ^ 

.Retests . . 

7, Because of variables resulting from 
sampling' and the lack of . perfect repro- 

' ducibility in tests conducted by different 
laboratories, resampling and retesting 
may be..., carried out when requested' by 
..:.either the ' purchaser . ..or the manufac- 
■ turer. ■ This' may apply in instances. 
, where ' the' . first . test , result does . not 
.conform to the .limits prescribed in- 
, . these . specifications. , The, .fi.nal result to 
be used for. each test shall be the average 
of the original and the retest figures. 

, Note.,— R etest provisions, for, variation in 
size and water absorption are provided for in 
those test methods. 

Methods of Testing 

8. The properties enumerated in. these 
specifications shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials t ■■ 

(a) ^w.—Methods of Test for Size 
and Bulk Density of Refractory Erick 
(A.S.T.M. Designation: C 134).^ 

(b) War page . — Method of Test for 
Warpage of Refractory Brick and Tile 
(A.S.T.M. Designation: C 154).^ 

(r) Fyrometric Cone EquimlenL— 

Method of Test for Pyrometric Cone 


Equivalent (P.C.E.) of Refractory Ma- 
terials (A.S.T.M. Designation: C 24)? 

' {d) Load Test (im F., 1350 C.).— 
Schedule No. 2 of the Method of Testing 
Fi.reclay ' Refractories Under Load at 
High ,. Temperatures (A.S.T.M. Desig- 
nation: C 16).*^ 

(e) Permanent Linear , Shrinkage for 
High Heat Duty Brick (2550 F., 1400 . 
C.) “Schedule, . B : of the Method. , of . 
Test for Permanent. Linear, Change 
After Reheating, of Refractories ,(A.S..: 
T.M.' Designation: C,I13).^ 

(/) Permanent: Linear Shrinkage, for ^ 
Super Duty Brick (2910 F.,;',1600 C.).— ,, 
'Schedule G of. the. Method .of Test for 
Permanent Linear Change ,, After Reheat- 
ing of Refractor,ies ' (A.S.T..M. Desig- 
nation: C 113)J* 

{g) Panel , Spalling , Test ' for High 
Beat Duty Brick (2910 F.,,, , 1600 C.).— 
Method ,.of Panel Test, for ., Resistance 
to Thermal .and , Structural ■ Spalling 
of High , . Heat . Duty Fireclay Brick 
,(A.S.T.M. .Designation: C .107).^ 

(h) Panel S palling Test for Super 
Duty Brick (3000,,F.,16SO. G.) — Method 
of Panel Test for 'Resistance to. Thermal 
and Structural.. Spalling . of Super Duty. 
Fireclay Brick (A.S.T.M. Designatio.n: 
C'122)? 

(i) Water :\Absorption.---Methods of 
'Test for Apparent. Porosity, Water Ab- 
sorption, Apparent Specific, Gravity, 
and Bulk. .Density, of . Burned .Refrac- 
tory Products (A.S.T.M. Designation: 
C20)? 

(j) Modulus of , Methods 

of Test, for Cold Crushing Strength 
and Modulus , of Rupture of Refractory 
Brick and Shapes .(A.S.T.M. .Designa-' 
tion:C133)? 



Standard Specijications for 

REFRACTORIES FOR MODERATE DUTY STATIONARY 

BOILER SERVICE! 


' A.S«T,M. DesigDiatioii:'C 153 - 41 ' 

Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 153; the final. number indicates the year of original 
adoption as standard or, in the case- of revision, the year ' of last revision. 



Scope. 

■ 1. (a) The purpose of these specifica- 
tions is the se,IectioB. of firec,lay refracto- 
ries for moderate duty boiler furnaces in 
which the tem,perature .of the combus- 
tion, chamber does not reach, more than' 
2400 F.., (1315 e.)..^' : . 

(&) These specifications are intended 
to cover only burned products made 
.from fi..re clay by the, usual processes of- 
m.anufacture, and are not intended to 
include products other. than those regu-' 
larly .sold as fireclay brick. 

Zones of Highest Temperatures 

,. 2v The. refractories to be , used in the 
zones, of highest temperatures, such as 
sidewalls,. . arches, doors, and .jambs, 
shall be. intermediate heat duty fireclay 
brick. conform.ing to .the requirements of 
type B. (Section 5 (n)). 

i Under the standardization procedure of the Society, 
these specifications are under the Jurisdiction of the 
A.S.T.M. Committee C-S on Refractories. 

s Prior to adoption as, standard, these specifications, 
were published as tentative from 1940 to 194L These 
specifications comprise a revision of the requirements for 
moderate duty refractories formerly contained in the 
Standard Specifications for Fireclay Brick for Stationary 
Boiler Service (C 64 - 39). Editorially revised in 1942. 


Zones- of Lower Temperatures 

■3. The refractories .to be used in the 
■zones of lower temperatures, such as for 
backing up the brick in the zones of 
highest temperatures, and the wallS; be- 
yond the first tube .bank, shall be low 
heat duty fireclay brick, conforming, to 
the requirements of type (J ' (Sec- 
tion 5 (J)). 

REQUIREMENTS ' FOR THE TWO 'TYPES 
^ OF REFRACTORIES . , 

Size and Warpage . 

4. The following permissible varia- 
tions in size and warpage shall apply to 
each type of refractory listed in Sec- 
tions: 

(a) When tested in accordance' 

.with the Methods of Test for Size 
and Bulk Density of Refractory Brick 
CA.S.T.M. Designation: .' C 134) , ' of 
the' American Society for Testing 
Materials,^ the standard 9-in. fireclay 
brick, shall not show a size variation of 

* Appears in this publication, see Contents in NunaerSc 
Sequence of A.S.T.M. Designations at front of bockk. 


A * ‘tentative revision’^ of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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more : than plus or minus 2 per cent. 
Tile or shapes shall not show a size 
variation of more than plus or minus 2 
per cent on dimensions of 4 in. or over, 
and plus or minus 3 per cent on dimen- 
sions smaller than 4 in. 

(6), Warpage, — Ninety-five per cent 
of the shapes shall not show a warpage 
greater than 1 per cent of the diagonal 
used in making the measurement. 

Test Requirements 

5. (a) Type JI.—Type E shall be an 
intermediate heat duty^ fireclay brick 
conforming to the following require- 
ments: 

Reffactorimss—T\\o brick shall be 
required to meet only one of the follow- 
ing requirements: Pyrometric cone 
equivalent not lower than cone No. 29, 
or not more than 3 per cent deformation 
in the 2460 F. (1350 C.) load test. 

Permanent Linear Skrinkage.-~~Wh.m 
tested in accordance with schedule D 
(2460 F., 1350 C.), of the permanent 
linear change test, the brick shall not 
show a contraction of more than 1.5 
per cent. 

{h) Type G. — Type G shall be a low 
heat duty^ fireclay brick conforming to 
the following requirements: 

Pyrometric Cone Equivalent . — The 
brick shall have a P.C.E. not lower than 
cone No, 19. 

Modulus of Rupture, ---The brick shall 
have a modulus of rupture of not less 
than 500 psi. 

Retests ■ 

6, Because of variables resulting from 
sampling and the lack of perfect re- 

< See the Classification of Fireclay Refractories 
(A.S.T.M. Designation C: 27), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 


producibility in tests conducted by dif- 
ferent- laboratories, resampling and 
retesting may be carried out when re- 
quested by either the purchaser or the 
manufacturer. This may apply in in- 
stances where the first test result does 
not conform to the limits prescribed in 
these specifications. The final result to 
be. used for each test shall be the average 
of the original and the retest figures. 

Note. — A retest provision for variation in 
size is a part of that test method. 

Methods of Testing 

7. The properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials: 

(a) -Methods of Test for Size 
and Bulk Density of Refractory Brick 
(A.S.T.M. Designation: C 134).® 

(b) Warpage.—Method of Test for 
Warpage of Refractory Brick and Tile 
(A.S.T.M. Designation: C 1S4).<* 

(c) Pyrometric Cone Equivalent . — 
Method of Test for Pyrometric Cone 
Equivalent (P.C.E.) of Refractory Ma- 
terials (A.S.T.M. Designation: C 24).*^ 

(d) Load Test (2460 F., 1350 C.).— 
Schedule No. 2 of the Method of Testing 
Fireclay Refractories Under Load at High 
Temperatures (A.S.T.M . Designation : 
C 16).3 

(e) Permanent Linear Shrinkage for 
Intermediate Heat Duty Brick (2460 F., 
1350 C.).~~Schedule D of the Method 
of Test for Permanent Linear Change 
After Reheating of Refractories (A.S. 
T.M. Designation: C 113).^ 

■(/) Modulus of Rupture —Mebiods oi 
Test for Cold Crushing Strength and 
Modulus, of .Rupturet.of , ' R.efractory 
Brick and Shapes (A.S.T.M.. Designa- 
tion: C 133)A 



Stmidard Specifications for 

FIRECLAY PLASTIC REFRACTORIES FOR BOILER 
AND INCINERATOR SERVICES! 



A.S.T.M. Designation: C 176-44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 176; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L (a) These specifications cover fire- 
clay plastic refractories for use in boiler 
furnaces and municipal or industrial 
incinerators operated under general con- 
ditions of service. 

(b) In addition to high heat duty plas- 
tic refractories for average service con- 
dltionSj super duty plastic refractories 
are covered, because for some furnaces 
the design and operation may justify the 
use of the latter. The use of super duty 
plastic refractories may be desirable in. 
the zone of Ivigliest temperature and 
.when severe spalling or slagging is en- 
countered, and especially when both 
slagging and spalling may occur to an 
unusual extent. Unless otherwise speci- 
.fied, high heat duty plastic refractories 
shall be supplied. 

High Heat Duty Plastic Refractories 
; Required for Average . Service Con- 
ditions ■ 

. . . 2 (a) Waier . Con^enL— The plastic 
■ •refractory as received shall contain not 

i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A. S.T .M. Coramittee C-8 on Refractories. 

3 Prh.)r to adoption as standard, these specifications 
were published as tentative from 1942 to 1944. 


more than 15 per cent of water cal- 
culated on the basis of the wet weight. 

(6) JVorkabiliiy Index, — The work- 
ability index of the plastic refractory as 
received shall be not less than 15 per 
cent nor more than 35 per cent deforma- 
tion. The test specimen shall stand 
three tamps of the test weight without 
crumbling. 

(c) Pyromeiric Cone Equivalent . — ^The 
P.C.E. of the plastic refractory shall 
be not lower than cone No. 31. 

(d) Drying-and-Firing Shrinkage , — 
The total drying-and-firing (2550 F., 
1400 C.) linear shrinkage of the plastic 
refractory shall be not more than 4 per 
cent of the original length. 

{e) Panel Spalling The panel 

spalling (preheated at 2910 F., 1600 C.) 
loss of the plastic refractory shall be not 
more than 15 per cent. 

Super Duty Plastic Refractories for Use' 
■ in the Zone of Highest Temperattire' 

and Where Severe Spalling or Slag- 
ging Occurs 

3. (a) Water ContenL--The plastic 
refractory as received shall contain .not 
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A “tentative revision*" of this standard appears in the Tenta- 
tive Revisions of Standards section at the hack of this hook* 
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more tEaii 15 per cent of water calculated 
on the basis of the wet weight. ‘ 

( 6 ) WorkahilUy Index, — The work- 
ability index' of ; the plastic refractory 
as received shall be not less than 15 per 
cent nor more than 35 per cent deforma- 
tion. The test specimen shall stand at 
least three tamps of the test weight 
without crumbling. 

(c) Fyromeific Cone EquivaknL — ^The 
P.C.E. of the plastic refractory shall be 
not lower than cone No. 32-|. 

(d) Dr ying-and- Firing Shrinkage . — 
The total drying-and-firing (2910 F., 
1600 C.) linear shrinkage of the plastic 
refractory shall be not more than 2.5 
per cent of the original length. 

{e) Panel Spalling Loss. — The panel 
spalling (preheated at 3000 F., 1650 G.) 
loss of the plastic refractory shall be not 
more than 5 per cent. 

Retests 

4. Because of the variables resulting 
from sampling and the lack of perfect 
reproducibility in tests conducted by 
different laboratories, the plastic refrac- 
tory may be resampled and retested 
when requested by either the manufac- 
turer or the purchaser. This may apply 
in instances where the first test result 
does not conform to the limits prescribed 
in these specifications. The final result 
to be used for each test shall be the 
average of the original and the retest 
v..lues. 


Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of the ' American Society for Testing 

Materials: 

(a) IVater Cuwiml.’“”-”Methods, of Test 
for Sieve Analysis and Water' Content, 
of Refractory Materials (A.S.T.M. Des- 
ignation: C 92).^ 

(b) WarkabiUty Index. — ^Method' of 
Test for Workability Index of Fireclay 
Plastic Refractories (A.S.T.M. Designa- 
tion: C 181).® 

(c) Pyrometric Com EquimlenL — 
Method of Test for Pyrometric ..Cone 
Equivalent (P.C.E.) of Refractory Mate^ 
rials (A.S.T.M. Designation: C 24).® 

(d) Drying and Firing Shrinkage.— 
Method of Test for Combined Drying 
and Firing Shrinkage of Fireclay Plastic 
Refractories (A.S.T.M. Designation: C 
179).® 

{e) Panel Spalling Loss. — Method of 
Panel Test for Resistance to Thermal 
and Structural Spalling of Fireclay 
Plastic Refractories (A.S.T.M. Designa- 
tion: C 180).® 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book. 
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REFRACTORIES FOR INCINERATORS ‘ 



A.S.T.M. Designation: C 106-41 

Adopted, 1941.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 106; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope Lining of Chimneys 


1*. (a) The purpose of these specifica- 
tions is the selection of fireclay refrac- 
tories for service in municipal and 
industrial incinerators under general 
conditions of operation and furnace 
design, 

(6) These specifications are intended 
to cover only burned products made 
from fire clay by the usual processes of 
manufacturej and are not intended to 
include products other than those regu- 
larly sold as fireclay brick. 

Zones of Highest Temperatures 

2, The refractories to be used in the 
zones of highest temperatures, such as 
the main body of the furnace, crown, 
and target wall, shall be high heat duty 
fireclay brick conforming to the require- 
ments of type ,4 (Section 5 (a)). 

, ^ Under the standardization procedure of the. Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee C-8 on Refractories. 

® Prior to their present adoption as standard, these 
specifications were published as tentative from 1934 to 1936, 
being revised in 1934. They were adopted in 1936, pub*- 
lished as standard from 1936 to 1940, being revised in 1939, 
but withdrawn and republished as tentative from 1940 to 
1941. Editorially revised in 1942. 


3. Because of various conditions which 
may be encountered in different installa- 
tions, there are provided in this section 
of the specifications three types of re- 
fractories for the lining of chimneys* In 
order to select the type best suited for a 
particular installation, careful considera- 
tion should be given to the conditions 
that will exist. Unless the high heat 
duty brick, type A, or the low heat duty 
brick, type G is definitely specified, there 
shall be supplied for this section of the 
specifications the intermediate heat duty 
brick, type F. 

REQUIREMENTS FOR THE VARIOUS 
TYPES OF REFRACTORIES ' 

Size and Warpage 

4. The following permissible varia- 
tions in size and warpage shall apply to 
each type of refractory listed in 
Section 5: 

(a) Size.-— When tested in accordance 
with the Methods of Test for Size and 
Bulk Density of Refractory Brick 
(A.S.T.M. Designation: C 134) of the 


A ^'tentative revision^^ of this standard appears in the Tenta- 
tive Revisions of Standards section at the hack of this book. 
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AmericaE Society for Testing Materials,® 
the standard 94n, fireclay brick shall 
not 'Show a size variation of more than 
plus or minus 2 per cent. Tile or shapes 
shall not show a size variation of more 
than plus or minus 2 per cent on 
dimensions of 4 in, or over, and plus or 
minus 3 per cent on dimensions smaller 
than:4 in. 

(b) Warpage, — Ninety-five per cent of 
the shapes shall not show a warpage 
greater than 1 per cent of the diagonal 
used in making the measurement. 

Test Requirements 

5. (a) Type Type A shall be a 
high heat duty^ fireclay brick conform- 
ing to the following requirements: 

Refractoriness brick shall be 
required to meet only ewe of the follow- 
ing requirements: Pyrometric cone 
equivalent not lower than cone No. 
31-32, fir not more than L5 per cent 
deformation in the 2460 F. (1350 C.) 
load test. 

Permanent Linear Shrinkage . — When 
tested in accordance with schedule B 
(2550 F., 1400 C.) of the permanent 
linear change test, the brick shall not 
show a contraction of more than l.S per 
cent. 

Spalling . — When subjected to the 
panel spalling test (preheated at 2910 F., 
1600 C.), the brick shall not show a loss 
greater than 15 per cent. 

(6) Type F . — Type F shall be an 
intermediate heat duty^ fireclay brick 
conforming to the following require- 
ments: 

Refractorimss . — The brick shall be re- 
quired to meet only one of the following 
requirements: Pyrometric cone equiva- 
lent not lower than cone No. 29, or not 


® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Besignations at front of book, 

^ See the Classification of Fireclay Refractories 
(A.S.T.M. Designations C 27) , which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Besignations at front of book. 


more than 3 per cent deformation in the 
2460 F. (1350 C\) load test 

Modulus of Rupture r—The hiick shall 
have a modulus of rupture of not less 

than 500 psi. 

(c) Type G . — Type G shall be a low 
heat duty^ fireclay brick confomiing to 
the following requirements: 

Pyrometric ^ Cone ..EquimlenL--. The 
brick shall have a P.C.E. not lower than 
cone No. 19. 

Modulus of Rupture,— Ulie brick shall 
have a modulus of rupture of not less 
than 500 psi. 

Retests 

6. Because oT variables resulting from 
sampling and the lack of perfect re- 
proclucibility in tests conducted by 
different laboratories, resampling and 
retesting may ,be carried out when 
requested by either the purchaser or the 
manufacturer. This may apply in 
instances where the first test result does 
not conform to the limits prescribed in 
these specifications. The final result to 
be used for each test shall be the average 
of the original and the retest figures. 

Note.-'-A, retest provision for variation in 
size is a part of that test method. 

Methods of Testing 

7, The properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials: 

(a) Gfse.—Methods of Test for Size 
and Bulk Density ' of . Refractory Brick 
(A..S.T.M. Designation: C 134)3 

{b) Warpage . — Method of .Test for 
.Warpage of Refractory Brick .and Tile, 
(A.S..T.M. Designation: C 154)3 '■ 

{c) Pyrometric Cone Equivalent.— 
Method of Test. for Pyrometric Cone 
Equivalent (P.C.E.) of Refractory' Ma- 
terials' (A.S.T.M. Designation:. G 24).® 
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(i) Load Test (2460 F., 1350 'C.).— 
Schedule No, 2 of the Method of Testing 
Fireclay Refractories Under Load at High 
Temperatures (A.S.T.M. Designation: 
C 16).» . ^ , 

(e) Permanent Linear Shrinkage for 
High Heat Duty Brick (2550 F., 1400 
C.)“'"^-"‘Schcdiile B of the Method of 
Test for Permanent Linear Change 
After Reheating of Refractories (A.S. 
T.M. Designation: C l 13).® 


(/) Panel Spalling Test for High Heat 
Duty Brick (2910 F., 1600 G.). —Method 
of Panel Test for Resistance to Thermal 
and Structural Spalling of High Heat 
Duty Fireclay Brick (A.S, T.M. Desig- 
nation: C 107).® 

(g) Modulus of Methods of 

Test for Cold Crushing Strength and 
Modulus of Rupture of Refractory Brick 
and Shapes (A.S.T.M. Designation: 

C133).® 



Standard Specifications for 

REFRACTORIES FOR MALLEABLE IRON FURNACES WITH 
REMOVABLE BUNGS, AND FOR ANNEALING OVENS* 



A.S.T,M. Designation: C 63 41 


Adopted, 1941 ,® 

Tliis Standard of the American Society for Testing Materials is issued under 
the fixed designation C 63 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, {a) The purpose of these specifica- 
tions is the selection of fireclay refrac- 
tories for service in malleable furnaces 
and annealing ovens under general con- 
ditions of operation and furnace design. 

(5) These specifications are intended 
to cover only burned products made 
from fire clay by the usual processes of 
manufacture, and are not intended to 
include products other than those regu- 
larly sold as fireclay brick. 


Malleable Furnace Bungs 

2. The refractories to be used in the 
bungs shall be a special type of fireclay 
brick conforming to the requirements 
of type I (Section 8 (a)). 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-8 on Refractories. 

* Prior to their present adoption as standard, these 
specifications were published as tentative from 1927 to 
1928. They were adopted in 1928, published as standard 
from 1928 to 1934, but withdrawn and republished as ten- 
tative from 1934 to 1936, They were adopted in 1936, 
published as standard from 1936 to 1940, being revised in 
1939, but withdrawn and Tepublisbed as tentative from 
1940 to 1941. Editorially revised in 1942. 


Furnace Sidewalls and Bridgewalls 

3. - The refractories, to be used in 
malleable furnace sidewalls and bridge- 
walls shall be high heat duty fireclay 
brick conforming to the requirements of 
type J (Section 8 (6)). 

Lining of Fire boxes and Lower Portion 
of Stack 

4. The refractories to be used in lining 
the fireboxes of malleable iron furnaces 
and of annealing ovens, and the lower 
portion of the stack, shall be high heat 
duty fireclay brick conforming to the 
requireme.nts of type K (Section 8, (c)). 

Upper Stack Lining 

. 5. The re,fractories to be used in lining 
the upper portion of .the stack sha,ll be 
intermediate heat duty fireclay, brick 
conforming to the requirements of type 
E (Sections (rf)). 

Annealing Oven Chamber 
6,: The refracto,ries,,,to;be used in con- 
structing the ,anneaHng , oven .chamber: 
shall, be low ,. heat .duty fireclay brick 
conforming to the requirements of type 
■ L ,.(Section 8 (e)). 


m 

k ^‘tentative revision” of this standard . appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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REQUIREMENTS FOR THE VARIOUS ■ 

. . TYPES OF .REFRACTORIES 

Size and Warpage 

7* The following permissible varia- 
tions k size and warpage shall apply to, 
each' type of refractory listed' in 
Sections: . 

: . (cj) tested in accordance 

with the Methods of Test for Size and 
Bulk Density of Refractory Brick 
(A.S.T.M, Designation: C 134) of the 
American Society for Testing' Materi- 
als the standard 9-in, fireclay brick 
shall not show a size variation of more 
than plus or minus 2 per cent. Tile or 
shapes shall not show a size variation 
of more than plus or minus 2 per cent 
on dimensions of 4 in. or over, and plus 
or minus 3 per cent on dimensions 
smaller than 4 in. 

(b) Warpage, Numty-f^YQ per cent 
of the shapes sltall not show a warpage 
greater than 1 per cent of the diagonal 
used in making the measurement. 

Test Requirements 

8. (a) Type L —Type I shall be a 

special type of fireclay refractory kn,own 
as bung brick, conforming to the follow- 
ing .require,ments: 

Pyromeiric Cone Equivalcnir--Tl\e 
.brick shall havC' a R.C J5. not lower than- 
cone No. 32. 

When subjected to the. 
panel spalling test (preheated at 2910 
F., 1600 C,), the brick shall not show a 
loss greater than 7.5 per cent. . 

Modulus of Rupture * — The brick shall 
have a modulus, .of rupture of not less 
than .200 psL 

, (b) Type J—Type J, shall be a high 
heat duty^ fireclay brick conforming to 
the following requirements: 

Pyromeiric Com Equimknt*—ThQ 

® Appears^ in tliis publication, see Contents in Numeric. 
Sequence of A.S.T.M, Designations at front of, book. ■ 


brick shall have a P.C.E. not lower than 

cone No. 32. 

■ Permanent Linear Shrinkage*— Whm, 
tested in accordance , with schedule B 
(2550 F., 1400 C.) of the permanent 
linear change test, the brick ' shall ^ not 
show a contraction of more than 1.5 
per cent. 

(c) Type K. — Type 'K shall be a high 
heat duty‘s fireclay brick conforming to 
the following requirements: 

Refractoriness. — The brick shall be re- 
quired to meet only one of the following 
requirements:’ Pyrometric cone equiva- 
lent not lower than cone No. 3D32, or 
not more than 1.5 per cent deformation 
in the 2460 F. (1350 C.) load test. 

Permanent Linear Shrinkage, — When 
tested in accordance with schedule B 
(2550 F., 1400 C.) of the permanent 
linear change test, the brick shall not 
show a contraction of more than 1.5 
percent. 

id) Type JY.— Type E shall be an 
intermediate heat duty^ fireclay brick 
conforming to the following require- 
ments; 

Refractoriness.—Tht brick shall be 
required to meet only one of the follow- 
ing requirements: Pyrometric cone 
equivalent not lower than cone No. 29, 
or not more than 3 per cent deformation 
in the 2460 F. (1350 C.) load test. 

Permanent Linear Rhrink age— 
tested in accordance with schedule D 
(2460 F., 1350 C.) of the permanent 
linear change test, the brick shall not 
show a contraction of more than 1.5 per 
cent. 

ie) Type L. — Type L shall be a low 
heat duty^ fireclay brick conforming to 
the following requirements: 

Pyrometric Cone Equivalent. — The 
brick shall have a P.C.E. not lower than 
cone No. 19. 

* See the Classification of Fireclay Refractories 
(A.S.T.M. Designation: C 27), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 
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Fermaneni" Linear SMnkage,~--Whien 
tested in accordance with schedule A 
(2190 F.j 1200 C.) of the permanent 
linear change test, the brick shall not 
show a contraction of more than 1,5 
per cent. 

Retests 

9. Because of variables resulting' from 
sampling, and the lack , of perfect repro- 
ducibility in tests conducted by diffe.rent 
laboratories, resampling and retesting 
may be carried out when requested 
by either the purchaser or the manu- 
facturer. This may apply in instances 
where the first test result does not- con- 
form to the limits prescribed in these 
specifications. The final result to be 
used for each test, shall be the average 
of the original and the retest figures. 

Note. — A retest provision for variation in 
si2e is a part of that test method. 

Methods of Testing 

10. The properties enumerated in 
these specifications shall be determined 
in accordance with the following methods 
of test of the American Society for Test- 
ing Materials: ■ 

(^3^) Size . — -Methods of Test for Si 2 :e 
and Bulk Density of Refractory Brick 
(A.S.T.M. Designation: C 134).® 

(&) .-—Method of Test for 

Warpage of Refractory Brick and Tile 
:(A.S.T.M. Desipiation: C 154).® 

(c) Pyrometric Cone Equivalent . — 
Method of Test for Pyrometric Cone 


Equivalent (P.C.E.) of 'Refractory Ma- 
terials .(A.S.T.M. Designation: C 24).® 

. ' (d) Load Test (2460F., J350C.) — 
Schedule No. 2 of the Method of Testing 
Fireclay Refractories Under Load at 
High Temperatures (A.S.T.M. Designa- 
tion: C 16).® 

(e) Permanent Linear Shrinkage for 
Low Beat Duty Brick (2190 F., 1200 C.).' 
—Schedule A of the Method of' Test 
for Permanent Linear Change ' , After 
Reheating of Refractories (A.S.T.M.' 
Designation: C 113).® 

(/) Permanent Linear Shrinkage for 
Intermediate Heat Duty Brick (2460 F., 
1350 C,). — Schedule D of the Method 
of Test for Permanent Linear Change 
After Reheating of 'Refractories (A.S. 
T.M. Designation: C 113).® 

(g) Permanent Linear Shrinkage for 
High Heat Duty Brick (2550- F., 1400 
C.)."-Schedule B of the Method of 
Test . for Permanent Linear Change 
After Reheating of Refractories (A.k 
T.M. Designation: C 113).® 

(h) Panel Spalling Test for High Heat 

Duty Brick (2910 F., 1600 C.). -Method 

of Panel Test for Resistance to Thermal 
and Structural Spalling of High Heat 
Duty Fireclay Brick (A.S.T.M. Des- 
ignation: C 107).® 

(i) Modulus of Methods 

of Test for Cold Crushing Strength 
and Modulus of Rupture of Refractory 
Brick ' and Shapes (A.S.T.M. Designa- 
tion: C 133).® 


Si^inda^rd Speciji cations Jor 

GROUND FIRE CLAY AS A MORTAR FOR LAYING-UP. 

FIRECLAY BRICIO 



A.S.T.M. Designation: C 105 - 41 

Adopted, 1936; Revised, 1941.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 105; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover ground 
fire clays to be used in laying-up fireclay 
brick. 

Quality 

2. The material shall be sufficiently 
free from grit and of such quality and 
plasticity that it will spread satisfac- 
torily ,witli a trowel when, tempered 
with adequate water. 

Grades 

3. There are two grades of ground fire 
clay, depending upon particle size, as 
follows: 

Designation 


Commercial grade C 

Fine .grade F 


Particle Size 

'4. (a) Commercial 'Grade . — Not more 
than 5 per cent shall be retained on a 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-8 on Refractories. 

2 Prior to adoption as standard, these specificatjons 
were published as tentative from 1934 to 1936. Editorially 
revised in 1U43. 

3 Detailed recjiiirements for these sieves are given m 
the Standard Spccilications for Sieves for Testing Pur- 
poses {A.S.T.M. Designation: E 11), which appears in 
this jmblicution, see Contents in Numeric Sequence of 
A.S.T.M. Designations at front of boofc- 


No. 20 A.S.T.M. sieve® (equivalent to 
mesh No. 20 of the Tyler standard 
series), and not more than 0.5 per cent 
shall be retained on a No. 16 A.S.T.M. 
sieve (equivalent to mesh No. 14 of the 
Tyler standard series). 

{b) Fine Grade . — Not more than 5 per 
cent shall be retained on a No. 30 
A.S.T.M. sieve® (equivalent to mesh 
No. 28 of the Tyler standard series), 
and not more than 0.5 per cent shall be 
retained on a No. 20 A.S.T.M. ■ sieve 
(equivalent to mesh No. 20 of the Tyler 
standard series). 

Classes 

5. There shall be four classes of ground 
fire clay depending upon the grade of 
refractories with which they are to be 
used. These classes shall conform to 
the following requirements as to Pyro- 
metric Cone Equivalent: 


Equivalent, 

Class® Not Lower Than 

Super duty . No. 31 

High heat duty ...... ....... No. 28 

Intermediate heat duty . — ...... No. 26 

Low heat duty No. 16 


® Each class shall be suffixed by the designating letter C 
(commercial grade) or F (fine grade) depending upon 
the panicle size required. 
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276, . Specifications for Ground 

Sampling 

6. (a) Containers. —When ground fire 
clay is shipped in containers, a sample' 
shall be taken as follows: 

If the shipment consists of 100 com 
tamers or fraction thereof, the contents 
of one container, selected at random., 
shall be dumped and quartered to 
provide a 5-lb. sample for the laboratory. 
If the shipment consists of more than 
100 containers, the number of con- 
tainers to be sampled shall be as follows: 


Number of 
Containers 

Number of Containers Selected for 

in Sbiproent Sampling 

Over 100 but less than 300 2 

300 but less than 600. 3 

600 but less than 1000 4 


In these cases, the several 5 -lb. 
samples resulting from quartering sliall 
be combined and either quartered or 
riffled to provide a 5-lb. sample for the 
laboratory. 

(b) Bulk.--Whm ground fire clay is 
shipped in bulk, the sample shall be so 
taken that it will represent an average of 
all parts of the shipment from top to 
bottom and shall not contain a dis- 
proportionate share of the top and 
bottom layers. For a 30- ton unit, no 
less than 10 samples of approximately 
25 lb, each shall be taken from different 
parts of the car or truck by digging holes 
spaced at equal intervals. If the ship- 
ment is more than 30 tons, a sample 
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proportionately larger sliall be' taken. 
The combined samples shall be thor- 
oughly mixed and quartered or riffled to 
provide a 5-lb. sample for the laboratory. 

Tt shall be permissible to obtain the 
sample during unloading , by , taking . a 
small scoopful of clay at regular in-' 
tervals. One scoopfiil of clay, weighing, 
approximately lb., shall be taken for 
each .ton of materiaL In no case, 
however, shall the combined samples 
weigh less than 50 lb. The combined 
samples shall be thoroughly mixed and 
quartered or riffled to provide a S-lb. 
sample for the laboratory. 

Methods ' of Testing 

. 7. The f'lroperlies enumerated in these 
specifications shall be determined in ac- 
cordance with llie following methods of 
test of the American Society for Testing 
Materials: 

(a) Pariide Ske.- “The procedure for 

wet sieve analysis as described in 'Sec- 
tion 5 of the Methods of Test for Sieve 
Analysis and Water Content of Re- 
fractory Materials (A.S.T.M. Desig- 
nation; G 9.2) d 

,' (b) Pyrameiric Cone Eqmvaleni.— 
Method of Test for Pyrometric Cone 
.Equivalent (P.C.E.) of Refractory Ma- 
terials (A.S.T.M. Designation: C 24).*^ 


< Appears In tins .publication,^ see Contents in Nunierlc 
Sequence of A.S.T.M'. Designations at .iront of book. 



S tandard C lassijication of 
FIRECLAY REFRACTORIES^ 



A.S.T.M. Designation: C 27-41 
Adopted, 1941.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 27; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This classilication is intended prin- 
cipally to group /fireclay brick according 
to their resistance to heat. 

Super Duty Fireclay Brick 

2. Super Duty Fireclay Brick,— A 
fireclay brick having a pyrometric cone 
equivalent not lower than cone No. 33 
on the fired product, not more than 1 
per cent linear shrinkage in the per- 
manent linear change test, schedule C 
(2910 F., 1600 C.), and not more than 
4 per cent loss in the panel spalling 
test (preheated at 3000 F., 1650 C.). 

High Heat Duty Fireclay Brick 

3. .High Heat Duty Fireclay Brick, 
— A fireclay brick conforming to only 
om of the following requirements: 
Pyrometric cone equivalent not lower 
than cone No. 31--32, or not more than 
l.S per cent deformation in the 2460 F. 
(1350 C.) load test. 


1 Under the standardization procedure of the Society, 
this classification is under the jurisdiction of theA.S.T.M. 
Committee C-8 on Refractories. 

“ Prior to its present adoption as standard, this classi- 
fication was published as tentative from 1919 to 1920. It 
was adopted in 1920, published as standard from 1920 to 
1940, being resdsed in 1928, 1935, 1937, and 1939, but with- 
drawn ami republished as tentative from 1940 to 1941. 
Editorially revised in 1942. 


Intermediate Heat Duty Fireclay Brick 

4. Intermediate Heat Duty Fireclay 
Brick.— A fireclay brick conforming to 
only one of the following requirements: 
Pyrometric cone equivalent not lower 
than cone No. 29, or . not more than 3 
per cent deformation in the 2460 F. 
(1350 G.) load test. 

Low Heat Duty Fireclay Brick 

5. Low Heat Duty Fireclay Brick . — 
A fireclay brick having a pyrometric 
cone equivalent not lower than cone 
No. 19. 

Alumina-Diaspore Fireclay Brick 

6. (a) 50 per cent Alumina-Diaspore 
Fireclay Brick. — Refractory brick hav- 
ing diaspore or nodular fire clay as an 
essential original ingredient, an alumina 
content of SO d= 2.5 per cent, and a 
pyrometric cone equivalent not lower 
than cone No. 34. 

(&) 60 per cent Abmina-Diaspore Fire- 
clay Brick. — ^Refractory brick having 
diaspore or nodular fi.re clay as an es- 
sential original ingredient, an alumina 
content of 60 2.5 per cent, and a 

pyrometric cone equivalent not lower 
than cone No. 35. 


277 



278 


'CLASsmcATioN OF Fireclay REiTRACTORm^^ (G 27 -” 41) 


(c) 70 per cent Alumina-Diaspore 
Fireclay Brick . — Refractory brick hav- 
ing diaspore as an essential original 
ingredient, an alumina content of 70 ± 
2.5 per cent, and a pyrometric . cone 
equivalent not lower than cone No. 36. 

Note. — Definitions of dlaspore day and nodu- 
lar fixe clay appear in the Definitions of Terms 
Relating' to Refractories (A.S.T.M, Designation; 
C 71) of the American Society for Testing 
Materials.®:, 

Methods of Testing 

7. The properties enumerated in this 
classification shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials: 

(a) Pyrometric Cone EqtmmknL — 
Method, of Test for Pyrometric Cone 


8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Equivalent (P.C.E.) of Refractory Ma- 
terials (A.S.T.M. ' Designation: G24).® 

. (b) Permanent Linear Shrinkage for 
Super Duty Brick (2910 F., 1600 C.). 
— -Schedule C of the Method of Test for 
Permanent Linear Change After Re- 
heating of Refractories (A.S.T.M. Desig- 
nation: C 113).*'^ 

(c) Panel Spalling Test for Super 
Duty Brick (3000 F., 1650 C.). --Method 
of Panel Test for Resistance to Thermal 
and StruGturah Spalling of Super Duty 
Fireclay Brick (A.S.T.M. Designation: 
C 122).® 

(d) Load Test (2460 F,, 1350 C.).— 
Schedule No. 2 of the Method of Testing 
Fireclay Refractories , Under Load at 
High Temperatures (A.S.T.M. Desig- 
nation: C 16).® 

(f?) Alumina Content.- Methods of 

Chemical Analysis of Refractory Ma- 
terials (A.S.T.M, Designation; C 18),® 



Standard Method oj 

TESTING FIRECLAY REFRACTORIES UNDER LOAD AT 
HIGH TEMPERATURES^ 



A.S.T.M* Designation: C 16-41 
Adoi»ted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 16; the final number indicates the year of original 
ado}ition as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determini,ng the resist- 
ance to deformation of fireclay refrac- 
tories when subjected to a specified com- 
pressive load at a specified temperature 
for a specified time. 


Apparatus 

2. (a) The apparatus shall consist 
essentially of a furnace, and a loading 
device. It m.ay be constructed in ac- 
cordance with Figs. 1, 2, or 3, or their 
equivalent,^ 

When gas or oil fuel ..is used, the 
furnace , shall be of such form that the 
temperature, is substantially uniform in 
.all' parts of the furnace. Two burners 
shall be used. These shall be capable 
of individual control and located to 


» Under the standardization procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

, ® Prior , to .its present adoption as .standard, tins 
method was published as tentative, from. 1917 to 1920, be- 
ing revised i.n 1920. It was adopted in 19.20, published as 
standard from 1920 to 1939, being revised in 1936, but with- 
drawn and republished as tentative from 1939 to 1941, 
Editorially revised in 1942. 

® Blueprints of detailed drawings of the furnaces shown 
in Figs. 1, 2, and 3 are available at a nominal cost from the 
American Society for Testing Materials, 1916 Race St,, 
Philadelphia 3, ra. 


produce a tangential flame that will not 
impinge on the specimens or on the 
thermocouple protecting tubes. 

(6) The temperature shall be meas- 
ured either with calibrated platinum - 
platinum-rhodium thermocouples, each 
encased in a protection tube with the 
junction not more than 1 in. (25 mni.) 
from the center of the side or edge of 
each specimen farthest from the center 
of the furnace, or with some form of 
pyrometer that has been calibrated 
against a thermocouple in the furnace. 
A recording form of temperature indi- 
cator is recommended. If the optical 
pyrometer is used, observations shall be 
made by sighting into refractory tubes 
having closed ends and in the same 
relative positions to the test specimens 
as those specified for the thermocouples. 

Test Specimen 

3. (a) The test specimen shall consist 
of a minimum of two 9 by 4| by 2J-in. 
straight refractory brick, or specimens 
of this size cut from larger shapes, 
utilizing as far as possible existing plane 
surfaces. 

(6) If necessary, the ends of the 
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specimen shall be ground so that they 
are approximately: perpendicular to the 
vertical /axis. 

(c) The test specimen shall be meas- 
ured before testing, four ■ observations 
being made on each dimension (length, 
width, and thickness),' at the center of 
the faces to within plus or minus 0.02 in. 
(0.5 mm.) The average dimensions 
shall be recorded, and the cross-section 
calculated. 


refractory material such as fused alu- 
mina or silicon carbide, which has been 
ground to pass a No. 20 '(840-microii) 
A.S.T.M. sieve (equivalent to mesh No. 
20 of the Tyler standard series). At the 
top of the test specimen a block, of similar 
highly refractory material should be 
placed,, extending through the furnace 
top ■ to receive the load.' „ , 

Note.— G ross errors wlikli may more than 
double the .deformation, will result if, the sp.ec!- 
men is not set perpendicular to ' the base of the 
support or if the load is applied eccentrically. 


TABLE I.-TIME-TEMPERATURE SCHEDULES FOR HEATING THE TEST FURNACE.^ 

Note. — All temperatures shall be maintained within plus or minus 20 F. (10 C.) of those prescribed in this table, and 
the averages of the temperatures attained shall equal those specified. 


Elapsed Time from Start 
of Heating 

Temperatures for Various Heating Schedules 

Hours 

Minutes 

Schedule No. 1 

Schedule. No. 2 

Schedule No. 3 

deg. Fahr. 

deg. Cent, 

deg. Fahr. | 

deg. Cent. 

deg. Fahr. | 

deg. Cent, 

1 


930 

500 

930 

500 

1040 

560 ' 


IS 

1105 

595 

11.50 

620 

12.53 

'680 


30 

1265 

685 

1.330 

720 

1470 

800 


45 

1420 

770 

1500 

815 

1650 

900 

2 

0 

1560 

850 

1650 

900 

181S 

990 


15 

1690 

920 

1795 

980 

1960 

1070 


30 

1815 

990 I 

1915 

1045 

2085 

1140 


45 

1920 

1050 

2010 

1100 

2190 

1200 

3 

0 

2010 

1100 

2100 

1150 

2280 

12,50 


15 

2095 

1145 

2185 

1195 

2355 

1290 


30.,,... 

2165 

1185 

2255 

1235 

2425 

1330 


45...... 

2230 

1220 

2320 

1270 

2500 

1370 

4 

0 

2280 

1250 

2370 

1300 

2550 

1400 


IS 

2325 

1275 

2425 

1330 

2605 

1430 


30. 

2370 

1300 

2460 

1350 

2640 

1450 


The maximum temperature of the test is reached in 4 hr. and 30 min., and that temperature 
shall be maintained for 1| hr. to complete the test. 


Setting the Test Specimen 

4. The test specimen, set on end, shall 
occupy a position in the furnace so that 
the center line of the applied load coin- 
cides with the vertical axis of the speci- 
men as indicated in Figs. 1, 2, or 3, and 
shall rest on a block of some highly 
refractory material, neutral to the speci- 
men, having a minimum expansion or 
contraction.^^^^^^ silicon 

carbide brick have been found satis- 
factory for this purpose.) There shall 
be placed between the specimen and the 
refractory blocks a thin layer of highly 


Procedure 

5. (a) Loading . — The g.ross;load to be 
applied shall be calculated from the 
average cross-section of the o,riginal 
specimen as determined in Section 3 (c). 
A load of 25 psi. (1.765. kg. ,persq., Gm.) 
shall be used. 

(b) IJ eatin g.-^TliQ. , ..mte .: of .heating 
shall be in accordance, with the require- 
,.ments ,. prescribed ^ in Table ; I. ^The 
temperature , shall , not .vary , more than, 
plus or minus ' 20 F. (10 C.) from' the 
specified ,temperature. . ■ 


^ Editorially., revised In 1942. 
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(c) Furnace Aimosphere.~The fur- 
nace sliall be operated with an oxidizing 

atmosphere above 1470 F. (800 C.). ■ 

(d) Completion of Test — At the ex- 
piration of the time of heating, the 
supply of beat shall be stopped and the 
furnace allowed to cool by' radiation to 
1830 F. (1000 a) or lower before the load 
is removed and the specimens examined. 


When the test specimens have cooled to 
room temperature, they shall be remeas- 
ured for length in accordance with Sec- 
tion 3(c), and the average deformation 
shall be recorded and reported to. the 
nearest 0.5 per cent of the original length. 

Note. — I t is recommended that a photograpli 
be made of the specimen before' and after testing 
as yielding useful information. 



Standard Method of 

PANEL TEST FOR RESISTANCE TO THERMAL AND STRUC- 
TURAL SPALLING OF REFRACTORY BRICK^ 



A.S.T.M. Designation: C 38 - 45 
Adopted, 1936; Revised, 1942, 1945,® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C38; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) This method of test outlines a 
general procedure for determining the 
resistance of refractory brick to the 
separate and combined effects of struc- 
tural and thermal spalling. The test is 
believed to give a sufficient simulation 
of service conditions to suggest its use 
as a suitability test for certain classes 
of service that have been correlated with 
the test data. 

(5) Detailed methods of test to be 
used in conjunction with this procedure 
in testing specific types of refractories 
are as follows: 

Method of Panel Test for Resistance 
to Thermal and Structural Spalling of 
High Heat Duty Fireclay Brick 
(A.S.T.M. Designation: C 107), ^ 

Method of Panel Test for Resistance 
to Thermal and Structural Spalling of 
Super Duty Fireclay Brick (A.S.T.M. 
Designation: C 122),® aiid 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1934 to 1936. This method 
replaced the former water spalling method which was 
published as tentative from 1921 to 1934, being revised in 
1926, 1927, 1931, and 1933, and which was accordingly 
discontinued in 1934. 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Method of Panel Test for Resistance 
to Thermal and Structural Spalling of 
Fireclay Plastic Refractories (A.S.T.M* 
Designation: C 180).® 

Apparatus 

2. The apparatus and equipment^ 
shall consist of the following: 

(a) Panel Frame, — A panel frame- 
work shall be used which is essentially 
the same as that shown in Fig. 1. 

(&) Preheating Furnace— K preheat- 
ing furnace shall be used, constructed 
essentially like the design shown in Figs. 
2 and 3. 

(c) Spalling Furnace, — A spalling fur- 
nace shall be used, constructed in a 
manner as shown in Figs. 4, 5, and 6* 

{d) Temperature Measuring Instru- 
ments, — The temperature of the test 
panel during the preheating shall be 
measured by means of an optical py- 
rometer. The spalling furnace tem- 
perature shall be determined by means 
of a platinum - platinum-rhodium 
thermocouple. 

4 The complete set of drawings necessary for the, con- 
struction of the panel spalling equipn' ent would require 
too much space to be included with the procedure, but 
these are avai'able at a nominal charge from the Re- 
factories Fellowship, Mellon Institute of Industrial Re- 
search, Pittsburgh 13, Pa. 
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^ PANEt Test, FOR Spaiung- of 

(e) A ir Supply , — Means shall be pro- 
vided for delivering air through each' 
cooling unit at a specified rate. ^ 

(J) Transfer 'P''actlUies,—A suitable 
means, such as a track or trolley, shall 
be provided for transferring the test' 
panels. 



Section Through Brickwork at B*B 



Fig, 1. — Panel Frame and Brickwork. 

The brick around the test panel are dummy brick 
which are used to help maintain uniform 
conditions within the panel. 

Test Specimens 

3.^ Whenever possible, the specimens 
for the test panel shall consist of 9-in. 
.straight brick. When shapes of other 
sizes are to be tested, the specimens shall 
be cut so as to be not more than 3 in. in 
thickness by not more than 9 in. in 
length by not more than 4| in. in width. 


Refractory Brick ■ (C 38 - 45) ■ 285' 

Panel ' Construction y 

4. The specimens shall be laid up so 
as to form a test panel not less than 18 
in. square, so' that a 9 by 2|-m. surface 
of each , specimen will be exposed to the 
heat treatment. Each specimen: shall 
be labeled with ceramic paint on the 
face opposite that to be tested, and then 
weighed to the nearest 0.05 lb. There 
shall be placed about the test panel a 
suitable grade of refractory dummy 
brick, in the manner shown in Fig. 1. 
All brick in the test panel shall be laid up 
with refractory kaolin unless otherwise 
specified. The joints shall be not 
thicker than ^ in. The test panel, in- 
cluding dummy brick, shall be insu- 
lated in accordance ydth the arrange- 
ment and design shown in Fig. 1. 

Preheating Test Panels 

5. The prepared test panels shall be 
placed in position on either side of the 
preheating furnace. When only one 
lot of brick is to be tested, a dummy 
panel should be used. The joint be- 
tween the ends of the panel dummy brick 
and the preheating furnace shall be 
sealed with plastic kaolin. During the 
heating of the panels, the surface of the 
test specimen opposite that being heated 
shall be insulated in the specified manner 
so as to maintain a suitable temperature 
gradient in the specimen. The furnace 
shall be so operated that the temperature 
specified for preheating shall be reached 
in not less than 5 nor more than 8 hr. 
and maintained 24 hr. The permissible 
variation in temperature may be plus 
or minus 20 F. (10 C.), but the average 
of the temperature during the run shall 
be that specified. After completing the 
preheating, the test panel shall be left 
in position for not less than 8 hr. before 
being removed. As a result of this heat 
treatment, any tendency toward fusion, 
vitrification, sweUing, or shrinkage will 
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Panel Test FOE Spalling of Refeactoey Brick (G38 --45) 


Fig. 3 , — Preheating Furnace with Panel in Position on 
Far Side of Furnace. 





Fio. 4, — Furnace of the Spalling Equipment. 

The complete layout is shown in Figs. 5 and 6. 





Panel Test for Spalling of Refractory Brick (C38-45) 


Fig. 5.— Spalling Equipment for Panel Spalling Test. 

Front view showing one of the two panels in position. During the test a second panel is placed in front of the furnace 
opening. The two panels are linked together so that when the one which is now in the position for cooling is moved in 
front of the furnace, the other panel will be in position in front of the right-hand cooling unit. By this means, each 
panel is alternately heated and cooled. 



' 




Fig. 6. — Cooling Equipment for Panel Spalling Test. 


View from the back of the furnace showing the panels in position. There is shown the nature of the mechanism which 
causes the air manifolds to operate with a reciprocating motion and the motor blower unit used to operate the furnace. 
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be evident and any development of Spalling Procedure 
structural spalling will be apparent. A 5 ^ panels shall then be sub- 

record ^shall be made of the condition of jected to thermal spalling by heating 
the brick specimens, indicating the ex- them within a specified time to a speci- 
tent of the fusion, vitrification, swelling, fied temperature and rapidly cooling 


Fig. 7. — Photograph Showing Manner in Which Test Brick Are to Be Arranged for 
Making Photographic Report. 

The brick are in the same corresponding position as laid up in the panel. The percentage loss and 
photograph number or designation are also shown. 


or shrinkage. If shrinkage takes place 
a record shall be made of its nature, that 
is, whether or not this occurs as a shrink- 
age of each brick as a unit, or as the 
development of cracks on the surface of 
each brick. The surface of the test 
panels may be photographed. 


by means of a prescribed blast. The 
panels shall be placed in position in 
front of the spalling furnace in the man- 
ner shown in Figs. 5 and 6 . The tem- 
perature of the spalling furnace shall be 
raised within 3 hr. to the specified 
temperature. During the heating pe- 
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riod, the panels shall be alternately 
placed in position in front of the furnace 
sodhat each may be heated to about the 
same temperature. , The position of the 
panels shall be changed at temperatures 
of 720 ; 360, and 180 F. (400, 200, and 
100 C.) below the final furnace temper- 
ature. During this period, the test 
panels shall not be cooled by means of 
the cooling blast. After the final tem- 
perature of spalling is obtained, the 
panels shall be held in position for a 
specified time, and then shifted so as 
to expose the heated panel for cooling. 
After each panel has been subjected to 
the required number of cycles, the fur- 
nace shall be allowed to cool, but the 
cooling procedure for the test panels 
shall be conducted so that each panel 
receives two additional cycles without 
the water mist. 


OF Reebactory Brick (C 38“ 4S) j 

Dismantling Test Panel 

7. When:. ' test the'' panel has cooled 
sufficiently so that the brick can be 
handled, the panel shall be carefully dis- 
mantled. Each of the test specimens 
shall be cleaned to free it of kaolin and 
in such a manner as to remove spalls, 
after, which the specimens shall be re-^ 
weighed to the' nearest 0.05 lb., and the 
loss in w^eight recorded as percentage 
of the original weight. 

Report 

8. The report may include a photo- 
graph of the test panel after preheating, 
and shall include comments as to its 
condition. The average spalling loss for 
the whole panel shall be given, as well 
as a photograph of the spalled brick 
specimens arranged in the manner shown 
in Fig. 7. 



Standard Method of 

PANEL TEST FOR RESISTANCE TO THERMAL AND 
STRUCTURAL SPALLING OF HIGH HEAT 
DUTY FIRECLAY BRICK' 



A.S.T.M. Designation: C 107-45 

Adopted, 1936; Reatsed, 1940, 1942, 1945.^ 

This StaBdard of the American Society for Testing Materials is issued under 
the fixed designation C 107; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the 
procedure for determining the resistance 
of fireclay brick used for stationary 
boilers, malleable iron furnace bungs, 
and incinerator furnaces to the separate 
and combined effects of structural and 
thermal spalling. This method makes 
use of the general requirements and 
procedure prescribed in the Method of 
Panel Test for Resistance to Thermal 
and Structural Spalling of Refractory 
Brick (A.S.T.M. D.esignation: C 38) 
of the American Society for Testing 
Materials,^ and ' ' supplements that 
method by giving the detailed require- 
ments of the procedure to be followed 
in testing refractories for use in station- 
ary boilers, malleable iron furnace bungs, 
and incinerator furnaces. 


■ ^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M, 
Committee C-S on Refractories. 

Prior to adoption. as standard, this method was pub- 
lished as tentative from iy34^to 1936. 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front, of book. 


Apparatus and Test Specimens 

2. The apparatus and test specimens 
shall be in general as described in the 
Method of Panel Test for Resistance 
to Thermal and Structural Spalling 
of Refractory Brick (A.S.T.M, Desig- 
nation: C 38) of the American Society 
for Testing Materials.^ 

Procedure 

3. The procedure shall be in general 
as outlined in Method C 38, supple- 
mented by the procedure for preheating 
and spalling as prescribed in the fol- 
lowing Sections 4 and 5. 

Preheating Test Panels 

4. (a) The test brick shall be laid up 
with kaolin having a pyrometric cone 
equivalent not below cone No. 34. 

{b) The test panels and dummy brick 
shall be insulated with group 26 insu- 
lating fire brick weighing 46 ± 2 lb. 
per cu. ft. 

(c) The temperature of the panel 
faces shall be maintained so as to aver- 
age 2910 F. (1600 C.) for a period of 
24 hr. 
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tive Revisions of Standards section at the back of this book. 
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(if) The; furnace gas pressure during 
the ' 24-hr. preheating period shall be 
within the limits of 0.4 to 0.5 im of 
water. , 

Spalling Procedure 

S. (a) The panel insulation shall be 
removed*. 

(&) The furnace shall be operated so 
as to obtain a temperature of 2550 F. 
(1400 C.) before the panels are cooled by- 
means of the blast. 

(c) The period for heating shall be 
10 min. and for cooling 10 min., making 
a 20-min. cycle. 

(d) The cooling shall be accomplished 
by means of an air-water mist blast, 
which shall be delivered through a ver- 
tical manifold with an opening measur- 
ing 3| by 24 in. as shown in Method 
C 38. Air shall be delivered through 
each cooling unit at the rate of 1400 cu. 
ft. per min. The water used in the 


four spray units shall be- filtered and 
measured by means of a meter. The 
spray nozzles shall be regulated so as 
to deliver water at the rate of 2i gal. 
during the first 8 min. of the cycle. 
No water shall be used during the last 
2 min. The cooling units shaE be 
operated with a reciprocating motion 
so as to pass back and forth across the 
surface of the entire panel, including the 
dummy guard brick, 125 times in TO 
min. 

(e) The spalling treatment shall con- 
sist of 12 cycles, after which the furnace 
shall be shut off and the panels given 
two additional cooling cycles without 
the water mist. 

(/) After carefully dismantling the 
panel, the kaolin shall be scraped off 
with a trowel, removing such pieces of 
the brick as separate easily. No 
attempt shall be made to separate 
pieces that might be removed by prying 
or tapping. 



Standard Method of 

PANEL TEST FOR RESISTANCE TO THERMAL AND 
STRUCTURAL SPALLING OF SUPER DUTY 
FIRECLAY BRICKi 



A.S.T.M. Designation: C 122 - 45 
Adopted, 1937; Revised, 1940, 1942, 1945.3 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 122; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determining the resistance 
of super duty fireclay brick to the 
separate and combined effects of struc- 
tural and thermal spalling. This 
method makes use of the general re- 
quirements and procedure prescribed in 
the Method of Panel Test for Resistance 
to Thermal and Structural Spalling of 
Refractory Brick (A.S.T.M. Designa- 
tion: C 38) of the American Society for 
Testing Materials/ and supplements 
that method by giving the detailed 
requirements of the procedure to be 
followed in testing super duty fireclay 
brick. 

Apparatus and Test, Specimens 

2. The apparatus and test specimens 
shall be in general as described in the 
Method of Panel Test for Resistance to 
Thermal and Structural Spalling of Re- 
fractory Brick. (A.S.T.M. Designation: 
C38) of the American Society for 
Testing Materials.® 

i Under the standardization procedure of the Society, 
this method , is under the jurisdiction of the A.S,T.M. 
Gommittee C-8 on Ref factories - 

s Prior to adoption as standard, this method was pub- 
lished as tentative from 1936 to 1937. . ^ , 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Procedure 

3. The procedure shall be in general 
as outlined in Method C38, supple- 
mented by the procedure for preheating 
and spalling as prescribed in the follow- 
ing Sections 4 and 5. 

Preheating Test Panels 

4. {a) The test brick shall be laid 
up with kaolin having a pyrometric cone 
equivalent not below cone No. 34. 

(J) The test panels and dummy brick 
shall be insulated with group 26 insulat- 
ing fire brick weighing 46 i 2 lb. 
per cu. ft. 

(d) The temperature of the panel faces 
shall be maintained so as to average 
3000 F. (1650 C.) for a period of 24 hr. 

{$) The furnace gas pressure during 
the 24-hr. preheating period shall be 
within the limits of 0.4 to 0.5 in. of 
water. 

Spalling Procedure 

5. (a) The panel insulation shall be 

removed. 

(5) The furnace shah be operated so as 
to obtain a temperature of 2550 F. (1400 
C.) before the panels are cooled by means 
of the blast. 


A *'^tentatiye revision’' of this .standard appears .inThe Tenta- 
tive Revisions of Standards section at the back of tMis book. 



294' . . ■Test for Spalling of Super- Duty Fireclay Brick (G 122 - 45) 


(4 The pe-riod for heating shall be 10 
min. and for cooling 10 min.,, making a 
20-min. cycle. 

(d) The cooling shalTbe accomplished 
by means of an air- water mist blast, 
which shall be delivered through . a 
vertical manifold with an opening meas- 
uring, '3|, by, ,24 in., as shown in Method 
C 38. Air shall be delivered through 
each cooling unit at the rate of 1400 cu. 
ft, per min. The water used in the 
four spray units shall be filtered and 
measured by means of a meter. The 
spray nozzles shall be regulated so as to 
deliver water at the rate of 2| gaL 
during the first 8 min. of the cycle. 
No water shall be used during the last 


2 min. The cooling units , sliall be 
operated with a reciprocating motion so 
as to pass back and forth across the 
surface of the entire panel, including the 
dummy guard brick, 125 times in 10 min. 

(e) The spalling treatment shall con- 
sist of 12 cycles, after which the fur- 
nace, shall be shut off and the panels, 
given two addit,ional cooling, cycles 
without the water mist. 

(/) After carefully dismantling the 
panel, the kaolin shall be scraped off 
with a trowel, removing such pieces of 
the brick as separate easily. No at- 
tempt shall be made to separate pieces 
that might be removed by prying or 
tapping. 



Standard Method of 


PANEL TEST FOR RESISTANCE TO THERMAL AND 
STRUCTURAL SPALLING OF FIRECLAY PLASTIC 
REFRACTORIES' 



A.S.T.M. Designation: C 180-45 
Adopted, 1945A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 180; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedures for determiniiig the resistance 
of high heat duty and super duty fireclay 
plastic refractories to the separate and 
combined effects of structural and ther- 
mal spalling. This method makes use 
of the general requirements and pro- 
cedux'es prescribed in the Method of 
Panel Test for Resistance to Thermal 
and Structural Spalling of Refractory 
Brick (A.S.T.M. Designation: C 38) 
of the American Society for Testing 
,, Materials,’^ and supplements that method 
by : giving the , detailed requirements of 
The procedures to be followed for testing 
high heat duty and super duty fireclay 
plastic refractories. The procedures to 
be followed for the two types of plastic 
refractories differ solely in the tempera- 
ture , of ■ preheating the panels, as pre- 
scribed in Section 5 of this method. 


F Under the standardisation procedure of the Society, 
this method is under the Jurisdictma of tlie A.S.T.M. 
Committee 08, on. Refractories, 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1943 to 1945. 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Fower Press , — A power press 
(preferably of the hydraulic type) 
equipped with a suitable mold (Note) 
for forming a 9-m. brick and capable of 
exerting a total load of about 80, 
000 lb. 

Note.— 'I t is advisable to have the mold 
oversize so that after drying the brick will be 
close to 9 by 4| by 2 J in. in size. 

(fi) Spalling Apparatus , — -Panel spall- 
ing apparatus as prescribed in Method 
C 38. 

Test Specimens 

3. (a) Number of Specimens , — The 14 
test specimens shall consist of 9 by 
4| by 2|-iii. brick each prepared by 
molding the plastic refractory material 
in a power press. 

{b) Molding of Specimens —A power 
press shall be used to mold the test 
specimens and the pressure shall be 
applied to the 9 by 4| in. area of the 
bi'ick. In order to facilitate filling the 
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moMj the plastic refractory material 
shall be broken into pieces varying in 
size, the largest being about 1| in. in 
size. When these pieces are pressed into 
the' mold, care shall be taken to obtain 
uniform packing and distribution of the 
material! A pressure of approximately 
1000 psi. is usually high enough to form 
a satisfactory test specimen. The pres- 
sure used shall be sufficient to cause the 
molded mass to be of uniform density 
and structure throughout and without 
voids. The pressure shall not, however 
be so high that the plastic portion of 
the mix is forced out of the mold by 
extrusion through the clearance space 
(not over in.) between the plunger 
and the walls of the mold. The same 
pressure in pounds per square inch shall 
be used for molding each of the speci- 
mens. 

(c) Drying of Specimens . — ^The speci- 
mens shall be dried for 24 hr. at a 
temperature of 220 to 230 F. (105 to 
110 C.), or until they contain not more 
than 1.0 per cent water. 

Procedure 

4. The procedures shall be in general 
as outlined in Method C 38, supple- 
mented by the details for preheating 
and spalling as prescribed in the follow- 
ing Sections 5 and 6. 

Preheating Test Panels 

5, (a) The test brick shall be laid up 
with kaolin mortar having a pyrometric 
cone equivalent not below cone No, 34. 

(b) The test panels and dummy brick 
shall be insulated with group 26 insulat- 
ing fire brick weighing 46 ± 2 lb. per 

CU. ft. : 

(c) For high heat duty plastic refrac- 
tories the temperature of the panel 
face shall be maintained at an average 
temperature of 2910 F, (1600 C.) for a 
period of :24 hr. : ^ - 

(d) For .super duty plastic refractories 


the temperature of the p.anel' face shall: 
be maintained at an average tempera- 
ture, of 3000 F« (1650 C.) for a period of 

24 hr. 

■ (e) The furnace gas pressure during 
the 24-hr. preheating period shall be 
within the limits of 0,4 to 0.5 in. of 

water. 

Spalling Procedure 

6. (a) The panel insulation shall be 
removed prior to -spalling. 

(b) The furnace shall be operated so as 
to obtain a temperature of 2550 F. (1400 
C.) before the panels are cooled by 
means of the blast. 

(c) The period for heating shall be 10 
min. and for cooling 10 min., making a 
20-min. cycle, 

(d) The cooling shall be accomplished 
by means of an air-water mist blast, 
which shall be delivered through a 
vertical manifold with an opening meas- 
uring 3| by 24 in., as shown in Fig. 6 
of Method C 38. Air shall be delivered 
through each cooling unit at the rate of 
1400 CU. ft. per min. The water used in 
the four spray units shall be filtered, 
and measured by means of a meter. 
The spray nozzles shall be regulated to 
deliver 2| gal. of water during the firsv 
8 min. of the cycle. No water shall be 
used during the last 2 min. The cooling 
units shall be operated with a reciprocat- 
ing motion so as to pass back and forth 
across the surface of the entire panel, 
including the dummy guard brick, 125 
times in 10 min. 

(e) The spalling treatment shall con- 
sist of 12 cycles, after which the furnace 
shall be shut off and the panels given 
two' additional cooling cycles without 
the water mist. 

(/) After completion : of the spalling 
treatment the test brick shall be removed 
from the panel and weighed to the near- 
est 0.05 lb. After removal of, the 
spalls, the brick': shall be reweighed and 
the loss calculated. 



Standard Method of Test for 

COMBINED DRYING AND FIRING SHRINKAGE OF 
FIRECLAY PLASTIC REFRACTORIES* 



A.S.T.M. Designation: C 179- 46 
Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 179; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a pro- 
cedure for determining the combined 
drying and firing shrinkage of high heat 
duty and super duty fireclay plastic 
refractories. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Power Press. — A power press 
(preferably of the hydraulic type) 
equipped with a suitable mold (Note) 
for forming a 9-in., brick and capable of 
exerting a total load of about 80, 
000 lb. 

Note,— I t is advisable to have the mold 
oversize so that after drying the brick will be 
close to 9 by 4 J by 2| in. in size. 

(b) Drying Oven. — An oven preferably 
of a size to hold six 9-m. brick. 

(c) Kiln.— A down-draft type kiln 
of such design that the flame, as coming 

LUnder the standardization procedure of the Society, 
this method is under the jurisdiction of the A,S.T.M. 
Committee on Refractories. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1943 to 194:6. 


directly from the burner, cannot im- 
pinge upon the test specimens. 

(d) Rule— A 12-in. steel rule,® one 
edge graduated in 0.02-in. increments. 
A hooked rule is convenient to use, and 
a suitable type is described in Section 2 
(a) of the Methods of Test for Size and 
Bulk Density of Refractory Brick (A.S. 
T.M. Designation: C 134) of the Ameri- 
can Society for Testing Materials."^ 

Test Specimens 

3. (a) Number of Specimens. — Six 
specimens molded from the plastic 
refractory material will be required. 
Three specimens shall be used for the 
test and three used as supporting pieces 
during the kiln heat treatment. 

{b) Molding of Specimens power 
press shall be used to mold the test 
specimens and the pressure shall be 
applied to the 9 by 4| in. area of the 
specimen. In order to facilitate filling 
the mold, the plastic refractory material 
shall be broken into pieces varying in 

» The Lufkin rule No. 2603 R or equivalent is satis- 
factory. 

4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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skcy, the largest,, being about 1| in, in 
size. When these pieces are pressed into 
the mold, care shall be taken to obtain 
uniform pa, eking. and distribution of., the 
nia,t.eriaL A pressure of approximately 
1000. psi, is usually high enough to form 
a satisfactory test specimen. The pres- 
sure used shall be .suflicient to cause' the 
molded mass to be of uniform density 
and structure throughout and without 
voids. The pressure shall not, however, 
be so high that the plastic portion of the 
mix is forced out of the mold by extru- 
sion through the clearance space (not 
over 3 ^ in.) between the plunger and 
the walls of the mold. The same pres- 
sure in pounds per square inch shall be 
used for molding each of the specimens. 
When a molded specimen is removed 
from the mold, it shall be placed on its 
9 by 4| in. face in its final position on 
the pallet or support which is to be used 
during drying. 

(c) Measurement of Specimens. -—Imme- 
diately upon placing the specimen on its 
support for drying, it shall be measured 
by means of the steel rule for its length 
along the center of the 9 by 4| in. face. 
A reference mark (using ceramic paint) 
shall be made to indicate the exact 
position where the measurement was 
taken. The length shall be measured 
on each of the three test specimens to 
the nearest 0,02 in. 

{(I) Drying of Specimens. — The six 
specimens shall be dried for 24 hr. in the 
oven heated to a temperature of 220 to 
230 F. (105 to 110 C.), or until they 
contain not more than 1.0 per cent of 
water., : 

Procedure 

4. (a) Placing Specimens in Kiln.— 


The dried specimens shall be placed in 
the kiln in accordance with Section 4 
of the Method of Test for Permanent 
Linear Change after Reheating of 'Re- 
fractories (A. S.T.M. Designation: C 1 13) f 
with , the exception that the supporting 
brick shall consist of the three., plastic 
refractory brick prepared for that pur- 
pose (see Section 3 (u)). 

■■ (b) Temper aiiire Measurefnmts.— Tmx'' 
peratiire measurements., shall be con- 
ducted in accordance with Section 5 of 
Method C 113. 

(c) Test Temperature Schedules. —Tht 
kiln shall be operated at the heating 
schedule for the class of refractory 
being tested as follows: 

(i) High heat duty fireclay plastic 
refractories shall be heated in accordance 
with Schedule B as specified in Table I 
of Method C 113. 

{2) Super duty fireclay plastic refrac- 
tories shall be heated in accordance with 
Schedule C as specified in Table I of 
Method C 113. 

{d) Remeasuring Specimens. — After 
completion of the heat treatment, the 
closed kiln shall be allowed to cool for a 
period of at least 10 hr. or until the test 
specimens are cool enough to handle. 
The three test specimens shall then be 
remeasured in accordance with Section 
3 (c). 

Calculation and Report 

5. The combined drying and. firing 
shrinkage expressed as a percentage, shall 
be calculated on the basis of the original 
plastic length of the specimen, and the 
average va,lue for the , three ■ specimens 
shall be reported. 



Standard Method of Test for 

WORKABILITY INDEX OF FIRECLAY PLASTIC 
REFRACTORIES* 



A.S.T.M, Designation: C 181 - 45 
Adopted, 1945.2 

TMs Standard of the American Society for Testing Materials is issued under the 
fixed designation C 181; the 'final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a pro- 
cedure for obtaining the workability 
index of fireclays plastic refractory ma- 
terial by measuring the plastic deforma- 
tion of a molded test specimen when 
subjected to impacts. The data ob- 
tained serve as a measure of the facility 
with wdiich plastic refractory material 
can be rammed or pounded into place 
in a furnace. 

Apparatus 

2. (a) Rammer . — The apparatus shall 
consist of a modification of the device 
known as the sand rammer^ (see Fig. 1), 
or an apparatus capable of performing 
the same operation. It shall consist es- 
sentially of a steel cylindrical mold 2.00 
in. in inside diameter and 4.75 in. in 
length, supported in a vertical position 
on the same axis as a shaft to which 
shall be fastened a plunger that fits 

1 Under tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories, 

** Prior to adoption as standard, this method was pub- 
iislicd as tentative from 1943 to 1945. 

3 The sand rammer, without the modification for use in 
this test, is available from the Ifarry W. Dietert Co., 9330 
Roseluwn Avc., Detroit, Mich, 


inside the mold. A 144b. cylindrical 
weight slides on the same shaft and shall 
be arranged so that it can be made to 
fall a distance of 2 in. before engaging a 
collar fastened to the shaft. As shown 
in Fig. 1, the weight may be raised by 
means of a manually rotated cam. 

{b) Modificaiions Required in Sand 
Rammer . — Provision shall be made so 
that the weight can be supported, 
thereby removing the load from the 
vertical shaft. For this purpose, two 
hooks (having a 10-32 screw thread) 
shall be installed in the top side of the 
weight in a position that will enable 
them to engage with pins (having an 8-32 
screw thread) which shall be placed on 
each side of the upper portion of the 
framework, as shown in Fig. 1 and in 
detail in Fig. 2. The collar, which is 
normally attached to the shaft above the 
weight, shall be removed so that the 
w^eight can be raised to the required 
height. A steel rule,^ one edge graduated 
in 0.024n. increments, shall be attached 


< A suitable rule is the Lufkin Rule Go. rule No. 2103-R, 
which is 6 in. in length and must be cut off at each end so 
that the desired portion of the graduations align with the 
shah. 
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tive Revisions of Standards section at the back of this book. 
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off flush with the top of the brass rod 
(see Note), which provides a rule of 
sufficient length for measuring the maxi- 
mum distance obtainable between' the 

ends of the mold. 


(Note) to the rammer so that the posi- 
tion, of the end of the vertical shaft can 
be read., .The portion of the rule to be 
used' shall be adjusted so that when the 
vertical shaft is in the lowest position, 


Note.— “A means for mounting the rule is to 
install in a vertical position a 3/8-m, square 
brass rod, 4-1/8 in. in length, in that part of 
the framework which constitutes the top bear- 


FiG. 2. — Ui^er Portion of the Sand Rammer 
Showing Detail of Modifications Required. 


ing for the shaft. One end of the rod is re- 
duced to a J-in. round section fora length of 
3/8 in., and this is threaded for a i-20 screw. 
A tapped hole, to receive the threaded rod, Is 
made in the framework and on the center line 
(from front to back) of the apparatus. When 
tightening the rod in place, one face must be 
in a position so that the rule can be sweat- 
soldered to it as shown in Fig. 2. 


Fig. 1. — Apparatus for Workability Index Test. 

The impacts apnlted during the forming of the test 
specimen in the mold are obtained by revolving the cam, 
which causes the weight to be raised 2 in. and then 
dropped on the collai attached to the plunger shaft. 


its machined end shall be in alignment 
with the graduation on the rule that 
represents the exact distance between 
the top and bottom of the bottom plate 
of the mold (approximately 1.7 in.). 
The upper end of the scale may be cut 


Test Specimens and Their 'Preparation 

3. (a) Number of Specimens . — Four 
cylindrical test specimens shall be molded 
from the sample of plastic refractory 
material. 
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(J) Molding of \ Specimens.— To facili- 
tate filling the m the sample shall 
be broken into pieces varying in size, 
the largest being about 1 in. in size. 
Three hundred grams of the sample 
shall be used for molding each test 
specimen. After placing the material in 
the mold, it shall be subjected to 10 
impacts by turning the handle, which 
causes the weight to be raised 2 in. and 
then dropped upon the collar attached to 
the plunger shaft. The cylindrical por- 
tion of the mold containing the sample 
shall then be upended and an additional 
10 impacts given the specimen. The 
formed test specimen shall then be ex- 
truded from the mold by the use of a 
suitable auxiliary plunger. 

Procedure 

4. The load on the plunger piece of the 
mold shall be removed by suspending the 
weight from the framework. This shall 
be done by slightly rotating the weight 
while engaging the hooks with the pins in 
the framework. After raising the verti- 


cal shaft, the test specimen shall be 
placed on the bottom of the mold and 
the shaft lowered until the top end of the 
mold is in firm contact with the speci- 
men. The length of the specimen to the 
nearest 0.02 in. shall be obtained by 
sighting on the rule and the end of the 
shaft. The weight shall then be disen- 
gaged from its support and lowered care- 
fully until it is at rest in its normal 
position, after which three impacts from 
the weight shall be applied to the test 
specimen. The final length of the speci- 
men shall be read from the scale, and the 
difference in inches between the two 
measurements shall be recorded as the 
deformation. 

Calculation and Report 

5. The percentage deformation on the 
basis of the original length shall be 
calculated for each of the four test 
specimens and the average value re- 
ported as the workability index* The 
report shall also state whether any test 
specimen crumbled as a result of the 
three impacts. 



Standard Methods of Test for 


CRUSHING STRENGTH AND MODULUS OF RUPTURE OF 
INSULATING FIRE BRICK AT ROOM 
TEMPERATURE 



A.S.T.M. Designation: C 93 - 46 

Adopted, 1941 ; Revised, 1942, 1946.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C93; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover tests for 
determining the crushing strength and 
modulus of rupture of insulating lire 
brick at room temperature. 

Crushing Strength 
Apparatus 

2. {a) Testing Machine ~k standard 
mechanical or hydraulic compression 
testing machine (Note) with a sensitiv- 
ity of at least 20 lb. in the range from 
0 to 15,000 lb. shall be used. 

Note. — ^T he use of a hydraulic testing ma- 
chine is recommended in preference to the 
mechanical type. 

(b) Spherical Beating Block— 
plane bearing surface of the spherical 
bearing block (Fig. 1) shall have an 
area that will cover the 4| by 4|-in. 
surface of the test specimen. 

Test Specimens 

3. The test specimens shall consist of 
10 pieces measuring approximately 4| 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

3 Prior to adoption as standard, these methods were 
published as tentative from 1933 to 1941, being revised in 
1934 and 1939. 


by 4| by 2| in. taken from 10 <lifferent 
brick. It is permissible to use the half- 
brick resulting from, the modulus of 
rupture test (Sections 6 to 9). The 
test surfaces of the specimens shall be 
approximately parallel planes. 

Procedure 

4. (a) The load shall be a.pplied to 
the 4| by 4|-in. surface of the test 
specimen. 

{h) The bearing block shall be used on 
top of the test specimen and shall be 
placed so that the center of the .sphere is 
in alignment with the vertical axis of 
the specimen (Fig. 1). The spiherical 
bearing block shall be kept thoroughly 
lubricated to insure accurate adjustment, 
which may be made by hand under a 
small initial load. 

(c) The testing machine shall be 
adjusted to apply the load at either of the 
following rates: 

Hydraulic machine. . . . 75.0 lb. per min. =b 10 
^ per cent' , . 

Mechanical madiine. . . 0.05 in., per min. ± 10 
■per, cent; , 

(d) During the test, the: beam of the 
mechanically actuated testing machine 
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shall be kept constantly in a floating 
position. ' , 

Calculation aiici|Report 

5. (a) The crushing strength shall 
be calculated as follows; 



,whe.re: 

S = Grushing strength in pounds per 
square inch, 

IT = total maximum load in pounds at 
3 per cent deformation (Note) 


Platen of 
^ Tesf}ng\^achine^ 


Spherical Sea 
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Spherical Surface - 


r Spherkat 
Block 
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Fig. 1. — Spherical Bearing Block for Crushing 
Strength Test. 


or at visible failure, whichever 
is smaller, and 

A = average of the gross areas of the 
two 4'! by 41-111. faces of the 
specimen in square inches. 

Note. — A dial-type micrometer is generally 
used for obtaining the necessary measurement 
for calculating the percentage of deformation. 

(6) The report shall state the average 
crushing strength of the 10 specimens. 


M.odulus oe Rupture 
Apparatus , 

6. Testing Machine. — A standard 
mechanical . or. hydraulic compression 
testing machine (see Note, Section 2(a)) 


with a sensitivity of at least 20 lb. in the 
range from. 0 to 2000 lb. shall be used. 

{b) Bearing The bearing 

edges shall be 1| in. in diameter or 
rounded to a f-in. radius. They shall 
be straight and of a length at least 
equal to the width of the test specimen. 
The supporting members for the lower 
bearing edges shall be constructed so as 
to provide a means for the alignment of 
the bearing edges with the under surface 
of the test specimen because the test 
brick may have a longitudinal twist. 
Apparatus of the design shown in Fig. 2 
is recommended, although other types 
may be used, provided they conform to 
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Fig. 2.-— Recommended Design of Bearing Edges 
for Modulus of Rupture Test. 


these requirements. A satisfactory 
alternate design is showm in Fig. 3. 

Test Specimens 

7. At least 10 test specimens shall be 
used, and these shall each be a whole 
'brick measuring 9 by 4| by 2| or 3 in., 
or pieces of these dimensions cut out of 
larger shapes. 

Procedure 

8. (a) The bearing edges shall be 
placed so as to provide a 7-in. span. 
A test specimen shall be placed so that 
the bearing edges are across the 
dimension and the load applied at mid- 
span. 
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(b) The testing machine shall be where: 
adjusted to apply the load at either of ^ modulus of rupture in pounds per 
the following rates: square inch, 

Hydraulic machine. ... 200 Ib. per min. ±10 W ^ load in pounds at wllicll, the 

Mechanical machine. . 0.& in. per min. ± 10 specimen failed ^ 

per cent L ^ distance in inches between the 



Fig. 3. — ^Alternate Design of Bearing Edges for Modulus of Rupture Test. 


Calculation and Report 

9. (a) The modulus of rupture shall 
be calculated as follows: 


R == 


3WL 

2bd^ 


center line of the lower bearing 
edges, 

b — width of specimen in inches, and 
d == depth of specimen in inches. 

(b) The report shall state the average 
modulus of rupture of the 10 specimens. 





Standard Method of Test for 

PERMANENT LINEAR CHANGE UPON REHEATING OF 
INSULATING FIRE BRICK^ 



A.S.T.M. Designation: C 210 - 46 
{Formerly Fart of Methods C 

Adopted, 1946. 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 210; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the test for 
determining the permanent linear (and 
volume) change of insulating fire brick 
upon reheating under prescribed con- 
ditions. 

Apparatus 

2. The test kiln shall be capable of 
maintaining the required temperature 
with a variation of not more than one 
half a standard pyrometric cone over 
the hearth area during the prescribed 
heating schedule. If a gas- or oil-fired 
kiln is used, it shall be of the down-draft 
type and of such a design as not to permit 
the flame from the burner to impinge 
upon the test specimens. The kiln 
atmosphere during the test shall be kept 
as oxidizing as is practicable. 


1 Under the standardization procedure of the Society, 
this method is under the |urisdiction of the A.S.T.M. 
Committe C-8 on Refractories. 

2 This method formerly comprised a portion of the 
Standard Methods of Testing Insulating Fire Brick (Corn- 
pressive Strength, Flexural Strength, and Permanent 
Linear Change After Heating) (C 93 - 42), but was with- 
drawn from Methods C 93 in 1946, revised, and issued under 
the present designation. , 


Test Specimens and Measurements 

3. (a) The test specimens shall con- 
sist of three brick (Note 1) measuring 
9 by 4| by 2-| or 3 in. or three pieces 
of these dimensions cut out of larger 
shapes. 

Note 1. — ^Three supporting brick from the 
same lot as the test specimens are required also, 
so that the test sample is comprised of six brick. 

(6) Each specimen shall be labeled 
with ceramic paint, and before and 
after heating they shall be carefully 
measured for length (Note 2), width, 
and thickness. Three measurements 
(Note 3) to the nearest 0.02 in. shall be 
taken for each dimension and the average 
of these shall be used. Each dimension 
shall be measured in three places along 
the longitudinal center line on opposite 
faces, one measurement at the center 
of the line and one | in. in from each 
edge. Figure 1 shows the location at 
which these measurements are to be 
made. 

Note 2. — For the purpose of classifying in- 
sulating fire brick according to the Classification 
of Insulating Fire Brick (A.S.T.M. Designation: 
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C the permanent linear cliange. is obtained 
only, from the 9-i.n. dimension .measurements. 

• Note.' 3.—Becaiise o.f the large , pore size, of 
some, insula ting fire brick, it is difficult to measure 
by means of calipers directly on, the brick surfaces. 
Accuracy may be ob.tained by holding two small 



Note.— -The dots on the center line of each face are 
I in. in from each edge and the cross on the axis is in the 
center. These posi tio'ns indicate the points at which three 
measurements for each dimension are to be made. 

ITg. 1. — Test Brick Showing by Dots the 
Location at Which the Three 
Measurements are Made. 


in the, .kiln 'so that each ; will, rest on a 
9 .by 2|- or 3-m. face. . Each specimen 
shall be placed upon the. 9; by 2|“ .or 
3-iii. face of a su.pporting brick which 
shall be from, the same lot as .the . test, 
specimen. There shall be placed be- 
tween the test specimen and the support- 
ing brick a layer of calcined diaspore, 
kyanite, or fused alumina , ground , to 
approximately 0,03 in. (passing No. 
20 sieve of the Tyler or U. S. Standard 
series). Each specimen shall be placed 
so as to be not closer than 1| in. from 
other test specimens or the furnace wall 
or parts. 

Temperature Measurement 

5. (a) The temperature within the 
kiln shall be measured by means of 
a platinum - platinum-rhodium thermo- 
couple and a potentiometer, preferably of 
the recording type. The hot junction 


TABLE I.-HEATING SCHEDULE FOR PERMANENT LINEAR CHANGE TEST OF VARIOUS GROUPS OF 

INSULATING FIRE BRICK. 


Elapsed 
Time from 
Start of 
Heating 

Allowable 
Temperature 
Deviation 
from Schedule 

Temperature of Test Specimen 

Group 16 

LS50 F. 

(845 C.) 

Test 

Group 20 

1950 F. 

(1065 C.) 

Test 

Group 23 

2250 F. 

(1230 C.) 

Test 

Group 26 
' 2550 F. ' 

(1400 C.) 

Test 

Group 28 

2750 F. 

(1510 C.) 

Test . 

Ihr....... 

1| hr 

d:50F. (28C.) 
=i:35F. {20C,) 
±20F.dlC..) i 
dkl5F. (8C.) 
ifclSF. (8C.) : 

±15F. !'8C.) 
±15F. (8C.) 

lOaOF. (565C.) 
1260F. {680C.) 
1420F, {770C.) 
1520F. (830C.) 
1550 F. (845C.) 
maintained 
for 24 hr. 

131 OF. (7 IOC.) 
1S80F. f860C.) 
1790F. f975C.) 
1910F. (1045C.) 
1950F. (1065C.) 
maintained 
for 24 hr. i 

1470F. (800C.) 
i820F. (995C.) 
2050F. (1120C.) 
2200F, fI205C.) 
2250F. (1230C.) 
maintained 
for 24 hr. 

1750F. (955C.) 
2130F. (116SC.) 
2370F. (1300C,) 
2510F. (1375C.) 
2550F. (MOOC.) 
maintained 
for 2-1 hr. 

17S0F. (95SC.} 
2130F. (il65C.) 
2370 F. fl300C.) 
2560F. (1405C.) 
2680F. (i470C.) 

2730F. floOOC.) 
275()F. (1510C.) 
maintained 
for 24 hr. 

2 hr 

2| hr. . . . 

3 hr . 

3| hr. 

4 hr. 











pieces of fiat polished steel plate of known tlfick- 
ness against the faces between which the dimen- 
sion is to be obtained, and calipering on the 
outside steel surfaces rather than directly against 
the brick surfaces. It shall be permissible to 
use a measuring device to obtain the dimensions 
of the brick, provided the measurements are 
not affected by large pores in the surface. 

Placing Test Specimens in Kiln 
4. The test specimens shall be placed 

I 2 Appears In this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at fiont of book. 


of the couple shall be placed so as to 
register the temperature of the test 
specimens. The kiln shall be of uniform 
temperature over the hearth and shall 
be checked from time to time by means 
of cones and shall not show a difference 
of more than one-lialf a cone during the 
test A.bove 2560 ^F. (1404 ■G.) ’ ..the 
thermocouple shall .be withdrawn, and,, aii' 
optical pyrometer used, sighting ',..on one 
o,f the test specimens. ... • . 
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(b) During the test the temperature 
shall not be allowed to vary by more 
than that given in. Table I. Tempera- 
ture. readings shall be made at intervals 
of not greater .than 15 min.. 

Test Temperature Schedules and. Dura- 
tion of Test 

,„6. (a) .The temperature to be used for 
the test shall depend on the classification 
into which the insulating fire brick 
falls (see A.S.T.M. Classification C,155). 

(b) The heating schedules for the 
va.rious,' classes of insulating. fire brick 
are given in Table I. The maximum 
temperature shall be maintained for a 
period of 24 hr., and the specimens 
shall be left in the kiln until the tempera- 
ture has fallen to about 800 F. (430 C.) 
Blisters may develop on the surface 
of the test brick, in which case they may 
be removed by rubbing their surfaces 
very lightly with a fine abrasive block 
before remeasuring in accordance with 
Section 3{b), 

Calculation and Report 

7. (a) Permanent Linear Change . — 
The permanent linear change in per 


cent shall be calculated from, the average 
measurement for the dimension ■ obtained 
before and after reheating. 

(6) Permanent Vol iime Change --Whtii 
the permanent volume change is .re- 
quested, it shall be c.akulated from the 
average measurement, for, the th.ree 
■ dimensions obta,i.ned before and ,, a.f ter 
reheating, as follows: 

F = X 100 

Vo 

where: 

V = volume change in per cent,. 

Vo =■ original :volume, and . 

Vf == final volume. 

(c) ReporL—Whm the test is con- 
ducted for evaluating insulating fire 
brick in accordance with the Classifica- 
tion of Insulating Fire Brick (A.S.T.M. 
Designation: C 155)/"^ the average linear 
change for the 9-in. dimension only 
shall be reported; otherwise, or when 
specified, the average of the permanent 
linear change for the length, width, and 
thickness shall be reported and, if 
requested, the average volume change. 


Standard Method of Test for 

PYROMETRIC CONE EQUIVALENT (P.C.E.) OF REFRACTORY 

MATERIALS^ 



A.S.T,M. Designation: C 24 - 46 
Adopted, 1920; Revised, 1928, 1931, 1933, 1935, 1942, 1946.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 24; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a pro- 
cedure for determining the pyrometric 
cone equivalent (P.C.E.) of fire clay, 
fireclay brick, and silica fire clay® (silica 
cement) by comparison of test cones with 
Standard Pyrometric Cones under the 
conditions herein prescribed. 

Preparation of Sample 

2. (a) Clay or Brick , — The entire 
sample of fire clay or fireclay brick, in 
case the amount is small, shall be 
crushed by means of rolls or a jaw 
crusher so as to produce a particle size 
not larger than J in. In case the amount 
is large, a representative sample obtained 
by approved methods shall be so treated. 
The sample shall then be mixed thor- 
oughly and the amount reduced to 
about 250 g. (0.5 lb.) by quartering. 


^ 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on. Refractories- 

2 Prior to adoption as standard, this method was 
published as tentative from 1919 to 1920. 

» For a definition of silica fire clay, see the Standard 
Definitions of Terms Relating to Refractories (A.S.T.M. 
Designation; C 71), see p. 351. 


Any magnetic material introduced by 
crushing or grinding shall be removed 
by means of a magnet. This portion 
shall then be ground in an agate, porce- 
lain, or hard steel mortar and the 
amount reduced again by quartering. 
The final size of the sample shall be 
50 g. and the fineness such that it will 
pass a No. 70 (210-micron) A.S.T.M. 
sieve^ (equivalent to mesh No. 65 of the 
Tyler standard series). In order to 
avoid excessive reduction of fines, they 
shall be removed frequently during the 
process of reduction by throwing the 
sample on the sieve and continuing the 
grinding of the coarser particles until 
all the sample passes through the sieve. 

(5) Silica Fire Clay^ {Silica Cement ), — 
In the case of silica fire clay, the sample 
obtained by approved methods shall be 
tested as received without grinding or 
other treatment. 

Preparation of Test Cones 

3. (a) Samples of unfired clays (Note), 


Detailed requirements for this sieve are given in the 
Standard Specifications, for Sieves, for ,Testing Purposes 
(A,S.T.M. Designation: E 11), see p. 1237. 

308 



Test ■ FOR PYEOMEmic Cone Equivalent (C 24 - 46) 


309 


or of mixes containing appreciable ^ pro- 
portions of raw clay, shall, after being 
prepared in accordance with Section, 2 

(a), be heated. in an oxidizing atmosphere 
in^ the temperature range of 1700 to 
1800 F. (925 to 980 G.) for not less than 
30 min., 

.Note. — Some unfired clay,s bloat Avhen they 
are formed into cones and are carried through 
the high- temperature heat treatment prescribed 
in Section 5 (a) without preliminary calcining. 




The substances that cause bloating can, in 
most cases, be expelled by heating the clay 
samples before testing. 

(b) The clay sample may be given the 
heat treatment prescribed in Paragraph 
(a) after it has been formed into a cone 
(Paragraph (c)), but this procedure has 
been found not as effective as the treat- 
ment of the powdered material. Should 


cones so prepared blo.at: during the P.C.E. 
test, a-portioii.of .the original s.amp,le shall 
be. heated in ..its .powdered condition as 
prescribed in. , .Pa.ragraph. ■ (n) and ^,.the,ii 

retested. 

(c) The dried sample shall . be 
thoroughly mixed and after the additio.ii 
of sufficient dextrine, glue, gum traga- 
canth, or other alkali-free, organic binder 



Left-Hand 



Fig. 2. — Split Mold for A.S.T.M. Pyrometric 
Test Cone. 

and water, shall be formed in a metal 
mold into test cones in the shape of a 
truncated trigonal pyramid with its base 
at' a small angle to the trigonal axis, and 
of the dimensions shown in Fig. 1. The 
mold to be used in forming the test cone 
is shown in Fig. 2. 
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Mounting. 

4, The test co,nes, shall be mounted on 
plaques ■, of ■■ refractory ' material of such 
a composition as will not affect the 
fusibility , of the cones. ^ They shall be 
mounted with the base embedded ap- 
proximately 3 mm. (0.12 in.) in the 
plaque and the face of one side inclined 
at an angle of 82 deg. with the horixon- 
tal. The arrangement of the test cones 
with respect to the Standard Pyro- 
metric Cones shall be substantially as 
showm in Fig. 3, that is, alternating the 



Fig. 3. — Method of Mounting Test Cones and 
Appearance After Testing, 


test cones with the Standard Pyrometric 
Cones in so far as is practical (Note). 
The plaque may be any convenient size 
and shape and may be biscuited before 
using, if desired. 

Note.-— T he number of cones and their 
mounting so as to face inward as shown in 
Fig. 3 is typical for gas-fired furnaces of rela- 
tively large dimensions and gases moving at 
high velocity. The practical bore of the muffle 
tubes in most electric furnaces does not permit 
cone pats of this size. The static atmosphere 
prevailing permits the cones being mounted to 
face outward, if so desired. 


» A mixture of equal parts of a highly refractory clay* 
such as a good grade of china clay and fused aluminaj that 
will pass a No. 100 (149-micron) A.S.T.M. sieve (equiva- 
lent to 100 mesh of the Tyler standard series) has been 
found satisfactory. 


Heating 

5. (a) The heating shall be carried 
out in a suitable furnace at a rate to 
conform to the following require- 
ments: 


To reach cone No. 20 45 min, , 

Time interval to : 

Cone No. 23 . 20 min. 

Cone No. 26 6 min. 

'Cone No. 27 4' min. 

Cone No. 28. 4 min. 

Cone No. 29 10 min. 

Cone No. 30 4 min. 

Cone No. 31. 12 min. 

Cone No. 32 8 min. 

ConeNo. 32| ■. . . 9 min. 

Cone No. 33 9 min. 

Cone No. 34. 6 min. 

Cone No. 35 10 min. 

Cone No. 36. 10 min. 

Cone No. 37 4 min. 

Cone No. 38 6 min. 


Note.— At 1830 F. (1000 C.) the old cone pat 
may be removed and a new one put in without 
cooling the furnace to below red heat. 

(b) That type of furnace in which a 
neutral or oxidizing atmosphere may be 
maintained is to be preferred. Exces- 
sive reducing conditions should be 
avoided. Care should be taken that the 
flame does not strike directly against 
the cone or cone plaque. The furnace 
should be tested at intervals for the 
determination of the uniformity of the 
distribution of the heat. 

Pyrometric Cone Equivalent 

6. (a) The softening of the cone will 
be indicated by the top bending over 
and the tip touching the plaque. The 
bloating, squatting, or unequal fusion 
of small constituent particles should 
always be reported. The Pyrometric 
Cone Equivalent shall be . reported in 
terms of Standard Pyrometric Cones 
and shall be that cone wdiich most nearly 
corresponds in time of softening with 
the test cone. , If the : test cone softens 
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later than . one. Standard Pyrometric 
Cone but earlier than the next Standard 
Pyro.metric, Cone ^ and • approximately 
midway between, the. P. .C, E. shall be 
reported thus: cone No. 31-32. . 

(b) If ,t.he test cone starts bending 


at -an ..early cone, but is -not down.. until 
a later cone, the fact should be reported. 

■ ■ Note.— T he temperatiires corresponding to 
the end points' of the Standard Pyrometric 
Cones are frequently, of interest. , These are 
shown in. the .Appendix. 


Appendix 

The temperatures corresponding to the end points of those Standard ; Pyrometric Co,nes that 
are used in connection with refractories a.re as follows: 


Con 

,e ■ 

End 

Point 

Cone 

E.iid 

. Point 



Beg. Fahr. 

Deg. Cent. 


Beg. Fahr. 

■Deg. Cent. 

■No. 

15 

. . , . 2615 

1435 

No. 30. .... 

. 3002. 

,1650 

No. 

16 

.... 2669 

1465 

No. 31 .... . 

. . . 3056 

1680 

No. 

17...... 

. . . 2687 

1475 

No. 32 

. . . 3092 

1700 

No. 

No. 

No. 

No. 

18 

19 

20 

23 

. . . 2714 
. , . 2768 
. . . 2786 
. . . 2876 

1490 

1520 

1530 

1580 

No.32i.... 

No. 33 

No. 34 

3131 
. . . 3173 
. . . 3200 

1722' (approx.) 
1745 

1760 

No. 

26 

. . . 2903 

1595 

No. 35 

. . . 3245 

1785 

.No. 

27 

. . . 2921 

1605 

No.36. .... 

. . . 3290 

1810 

No. 

28 

... 2939 

1615 

No. 37 

. . . 3308 

1820 

No. 

29 

2984 

1640 

No. 38..... 

... 3335 

1835' ' 


These temperatures (except cone No. 32i), which were determined by Faircliild and Peters® 
for a heating rate of 270 F. (150 C.) per hr. for cones Nos. 15 to 20 and of 180 F. (100 C.) per 
hr. for cones Nos. 23 to 38, other conditions being the same as specified, apply satisfactorily for 
all the conditions of this test method, but do not apply to conditions of the commercial burning 
and use of refractory materials. 

Fairchild and Peters, “Characteristics of Pyrometric Cones,” Journal, Am. Ceramic Soc., Vol. 9» No. U, 
p 7CK), November, 1926. 



Standard Method of Test for 

PERMANENT LINEAR CHANGE AFTER REHEATING OF 

REFRACTORIES* 



A.S.T.M. Designation: C 113 - 46 
Adopted, 1936; Revised, 1946.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 113; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a proce- 
dure for determining the permanent 
linear change of certain types of re- 
fractory materials when heated under 
prescribed conditions. 

Apparatus 

2. The apparatus shall consist of a 
kiln of the down-draft type and of such 
design^ as not to permit the flame to 
impinge directly from the burner upon 
the test specimens. The kiln atmos- 
phere during the test shall be kept as 
oxidizing as is practicable. 

Test Specimens 

3. (a) Three test specimens shall be 
used, and these shall measure 9 by 41 
by 2| or 3 in. These may be com- 
mercial brick or test pieces of that size 
cut out of larger shapes or, if fireclay 
plastic refractories, three molded speci- 
mens of those dimensions. 

^ 1 Uade- tke standardization procedure of the Society, 
this mcihol is under the jurisdiction of the A.S.T.M. 
Commitite C-8 on Refractories. 

2 Prior to adoption as standard, this method was pub- 
lisked as tentative from t*>34 to 1936. 

3 One kiln design suitable for making a reheat test is 
described in the Bullelin. Am. Ceramic Soc., Vol. 19, p- 336 
(1940), 


(b) Each test specimen shall be labeled 
with ceramic paint and carefully meas- 
ured for length before and after reheat- 
ing. The measurements shall be made 
by the use of a firm joint caliper and a 
steel rule. The calipering shall be done 
at the center of each end, and the dimen- 
sion shall be measured to the nearest 
0.02 in. 

Location of Test Specimens in Kiln 

4. The test specimens shall be placed 
in the kiln so that each will rest on a 
9 by 2|- or 3-in, face and only one course 
high. Each specimen shall be placed upon 
the 9 by 2|- or 3-in. face of a supporting 
brick which shall be from the same lot 
as the test specimen or at least of equal 
refractoriness. There shall be placed 
between the test specimen and the sup- 
porting brick a layer of calcined diaspore, 
kyanite, or fused alumina ground to pass 
a No. 20 (840-micron) A.S.T.M. sieve 
(equivalent to mesh No. 20 of the Tyler 
standard series). Each specimen shall 
be placed so as to be not closer than If 
in. from other test specimens or the 
furnace wall. 
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Temperature Measurement 

5. (a) The temperature within the 
kEn .' shall be measured by means of a 
platinum - platinum-rhodium thermo- 
couple and a pyrometer, preferably a 
recording pyrometer. The hot junction 
of the couple shall be placed , so as to 
register the temperature of the test 
specimens. The kiln shall be of uniform 
temperature over the hearth and shall 


shall be made at intervals not greater 

than IS min. 

Test Temperature Schedules 

6. The kiln shall be operated . so as to 
conform to the temperature schedule 
specified for the particular test to ' be 
conducted. Heating schedules for vari- 
ous classes of refractories are sho.wn in 
Table! 


TABLE I.—HEATING SCHEDULE FOR REHEAT TEST OF VARIOUS TYPES OF REFRACTORIES. 


Elapsed Time 
from Start 
of Heating 

Temperature of Test Specimen 

Schedule A 

Schedule B 

Schedule C 

Schedule D 

1 hr 

between 1290 and 1470 
F. (700 and 800 C.) 
between 1965 and 2055 

F. (1075 and 1125 C.) 
2190 ± 20 F. (1200 ± 

10 C.) maintained for 

5 hr.' 

between 1650 and 1830 
F. (900 and 1000 C.) 
between 2325 and 2415 

F. (1275 and 1325 C.) 
2550 d= 20 F. (1400 dh 

10 C.) maintained for i 
5 hr. '! 

between 1650 and 1830 
F. (900 and 1000 C.) 
between 2325 and 2415 

F. (1275 and 1325 C.) 
between 2640 and 2730 

F. (1450 and 15Q0 C.) 

between 2820 and 2865 i 
F. (1550 and 1575 C.) i 
2910 ± 25 F. (1600 d: ‘ 
IS C.) maintained for I 
5 hr. 

between 1515 and S693 
F. (825 and 925 C.) 
between 2235 and 2325 

F. (1225 and 1275 C.) 
2460 db 20 F. (1350 d= 

10 C.) maintained for 

5 hr. 

2 hr 

3 hr 

4 hr 

S hr* , , . 









be checked from time to time by means 
of cones and shall not show a difference 
of more than one cone. Above 2640 F. 
(1450 C.) the thermocouple should be 
withdrawn and an optical pyrometer 
shall be used. The sighting shall be 
directed on one of the test specimens. 

(b) During the constant temperature 
period of the test, the temperature as 
measured by the thermocouple shall not 
be allowed to vary by more than plus or 
minus 20 F. (10 C.) and in the case of 
the optical pyrometer, plus or minus 
25 F. (15 C.) Temperature readings 


Cooling 

7. After completion of the heating 
period the test specimens shall be allowed 
to cool in the closed kiln for a period of 
at least 10 hr. 

Calculation 

8. The test specimens shall be re- 
measured after rubbing the ends with 
an abrasive block to remove small blis- 
ters. The percentage linear change 
based upon the original length shall be 
calculated and reported as the average 
value of the three specimens. 



Standard Methods of Test for 

COLD CRUSHING STRENGTH AND MODULUS OF RUPTURE 
OF REFRACTORY BRICK AND SHAPES^ 



A.S.T.M. Designation: C 133 39 

Adopted, 1939 2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 133; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover procedures 
for the following tests of refractory brick 
and shapes: Cold crushing strength 
and modulus of rupture. 

Cold Crushing Strength 
Apparatus 

2. (a) Testing Machine . — Any form 
of standard mechanical or hydraulic 
compression testing machine may be 
used. 

(b) Spherical Bearing Block . — -The 
spherical bearing block shall have a 
plane bearing surface, the area of which 
is equal to or greater than the cross- 
section of the test specimen. 

Test Specimens 

3. The test specimens shall be whole 
standard Q-in. brick (9 by 4| by 2| in.) 
or specimens of equivalent size ground or 
cut from refractory shapes. In, the case 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of tiie A.S,T.M. 
Committee C-8 on Refractories. 

2 Prior to adoption as standard these methods weps 
published as tentative from 1937 to 1939. 


of special shapes, only one specimen 
shall be cut from a single shape and as 
many of the original surfaces as possible 
shall be preserved. In preparing speci- 
mens from irregular or large refractory 
shapes, any method involving the use of 
abrasives, such as high-speed abrasion 
wheel or rubbing bed, that will produce a 
specimen with approximately plane and 
parallel sides without w’^eakening the 
structure of the specimen may be used. 

Preparation of Test Specimen 

4. {a) The specimen to be used for the 
cold crushing strength test shall be pre- 
pared as follows: The two end surfaces 
(4| by 2| ill.) intended to receive the 
load from the testing machine shall 
receive a thin coating of shellac and be 
allowed to dry thoroughly. One of the 
shellacked bearing surfaces shall then 
receive a thin coat of a neat mortar of 
calcined gypsum (plaster of Paris). This 
mortared face, of.. the .specimen shall' he 
pressed on plate ■ glass or other plane, 
nonporous surface which has been pre- 
■viously oiled „ or covered ,with^. waxed 
paper, and the bedding material allowed 
to harden. This procedure shall be 


314 



Strength Tests eos Reeeactory Brick (C 133 -39) 


315 


repeated with the other sheUacked sur- 
face,. ' Care shall be taken that the oppo-. 
site faces socoated with bedding material 
shall be parallel. 

(5) \%en the top and bottom surfaces 
of the specimen are approximately plane 
and parallel, a cellulose fiber wall board 
0.25 in. in thickness and extending 2 in. 
or more over the edges of the specimen 
may be substituted for the above method 
of preparation. 

(c) The report shall state which type 
of bedding material is used. 


Crocs Head of 


, 12 ^ 
Spherical — 
Seat 


Center of 

Sphericaf Surface- rf ;• C-. ■ 


d>Sphencal 
Bearing Block 

Bedding 

Moferia/ 

^Whoie Brick 
on End 


-'2'. f adding 

^Weighing 
Testing Machine 

Fig, 1 . — Recommended Design for Cruslimg 
Test Assembly, Including Bearing Block, 


Procedure 


5. (a) Five specimens shall be tested. 
if) The load shall be applied to the 4| 
by 2j-m. ends of the test specimen. 

(o) The bearing block shall be used on 
top: of thC' test specimen in vertical test- 
ing machines. The center of the sphere 
of the bearing block shall be used in 
contact: with the top bearing surface of 
the specimen and in the vertical axis of 
the : specimen (Fig. 1). The spherical 


bearing block shall .be kept thoroughly, 
lubricated to insure accurate adjustment, 
which should be made by 'hand under a 
small initial load. 

if) The speed of head of the mechani- 
. cal testing machine during the. appli- 
cation of the load shall be not tmore 
than 0.5 in. per min. up, to a pressure 
of 500 psL and not exceeding 0.05 in. per 
min. for pressures over 500 psi. The 
rate of application of load, when using 
a hydraulic testing machine,, shall be 
20,000 lb. per min.^ 

if) During the test, when a mechani- 
cally actuated testing machine is used, 
the beam of the testing machine shall be 
kept constantly in a floating position. 

Calculation and Report 

6. The cold crushing strength in 
pounds per square inch shall be reported 
as calculated from the following formula: 



where : 

5 = cold crushing strength in pounds 
- per square inch, 

W = total maximum load, in pounds, 
indicated by the testing ma- 
chine, and 

A = average of the gross areas of the 
top and bottom of the speci- 
men, ill square inches, of the 
section of the specimen per- 
pendicular to the line of appli- 
cation of the load. ., 

Modulus or Rupture 

Apparatus 

7, (a) Testing Machine,-- Any ioxm oi 

standard testing machine may be used. 

Note. — P ortable apparatus properly 

calibrated may be used. 

» Ibis paragraph was editorially revised in 1940. : , 
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(b) .Bmring Mges—Bediting edges, 
1| in, in diameter, shall be straight and 
have full contact with the specimen and 
shall have a length at least equal to the 
width of the brick to be tested. Their 
bases shall be so curved or rounded as to 
permit free movement of the working 
edges. The use of bearing c^dinders of 
the type shown in Fig. 2 is recommended, 
although other types may be used which 
will provide free movement and at the 
same time insure full and even bearing at 


Piahn of 
Tesh'ng Mach'ine 

Tes^ 




Fig, 2. — Recommended Design of Bearing 
Cylinders and Rockers for Use in Modulus 
of Rupture Test.‘^ 


Procedure 

9. (a) Five specimens shall be tested. 

(b) A test specimen ' shall be placed: 
flatwise on the bearing cylinders with a 
span of 7 in. and the load applied at, 
mid-span. 

(c) The speed of head of the mechani- 
cal testing machine during the applica- 
tion of the load shall be not more 
than 0.05 in. per min. The rate of appli- 
cation of load, when using a hydraulic 
testing machine, shall be 4000 lb. per 
min.^ 

Calculation and Report 

10. The modulus of rupture in pounds 
per square inch shall be reported as cal- 
culated from the following formula: 

2bd? 

where: 

R « modulus of rupture in pounds 
per square inch, 
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-Recommended Design of Alternate Apparatus for Modulus of Rupture Test. 
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all times during the test. A satisfactory 
alternate design is shown in Fig. 3. 

Test Specimens 

8. The test specimens shall conform to 
the requirements prescribed in Section 3. 

'“This figure was editorially revised in November, 194fi. 


IF « total load in pounds at which 
the specimen failed,, 

I = distance between the supports, in 
■■ inches,'.' ' 

h = width of the specimen in inches, 

..and' ■ 

d = depth of the specimen in inches. 





Standard Methods of Test for 
SIZE AND BULK DENSITY OF REFRACTORY BRICK' 



A»S.T»M. Designation: C 134-41 
Adopted, 1941.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 134; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These iiiethods of test cover proce- 
dures for measuring the size and bulk 
density of rectangular refractory brick. 

Note. — T hese methods include a procedure 
for measuring the size of rectangular refractory 
shapes. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Rule (I24n ,). — A steel rule 12 in. 
in length, graduated on one edge 'in 

in. and and on the other in in., for 
use in measuring brick and small shapes. 
The rule shall have a hook consisting of 
a right-angled piece on one end to fix the 
zero point of the scale against one face 
of the brick. The hook shall be } in. in 
width and shall extend i in. beyond the 
measuring side of the rule as shown in 
Fig. L, 

(b) Rule (36'4n.) , — A stiff steel hooked 
rule 36 in. in length, graduated in jty 
and -sV jn. for use in stack measurements 
and for measuring the larger shapes by 
use of the hook. The 36-in. rule shall 


i Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. , , 

* Prior to adoption as standard, these methods were 
published as tentative from, 1938 to 1941, being revised in 
1939. . . 


have the same design and the same 
graduations on the top of the rule as 
specified for the 12-in. rule, but on the 
other side and beginning at the opposite 
end from the hook it shall be graduated 
in-^in. 

Note. — T he hooked rules shall be checked 
periodically to determine whether they have 
become distorted or worn in use. 

(i:) Weighing Scale , — A scale for w^eigh- 
ing, having a capacity of 10 lb. or more 
and a sensitivity under load of at least 
0.02 lb. a 02.) 

Sampling 

3. A sample of 20 brick or shapes shall 
be selected at random to represent each 
shipment, and 10 of these brick shall be 
taken as a primary set of test specimem. ■ 
The remaining 10 brick shall be retained 
for retesting, if required. 

Preparation of Specimens 

4. Any pimples or fins; "shall' be .re- 
moved from the . specimens .. by lightly 
rubbing them together. 

Measurement of Size: 

5. (a) Length md Width , — The length 
and width of each of the 10 specimens 
■ shall be measured across the middle of 
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, each eI. the faces of largest area to 'the 
nearest iV iu- or in. when the 

dimensions are 9 in. or under, and to 
the nearest iV or iR- when the 

dimensions are over 9 in. The position 
of the hooked rule for these measure- 
ments is indicated by lines L and W in 
Fig. 2. The individual measurements 
of the two opposite faces of each speci- 
men shall be made and recorded. 

(b) Thickness —The 10 specimens shall 
first be stacked on a plane surface with- 
out regard to the position of the brand 
marks on the specimens. The stack 
shall then be measured to the nearest 


Graduafed in Jq in. 



Stee/Hook 


Fig. 1. — Design of 12-m. Hooked Rule. 

in. from the plane surface to the top of 
the stack at the center of each side. The 
individual measurements of the four 
sides of the stack shall be recorded. 

Note. — Brick or shapes over 3 in, in thick- 
ness shall be measured for thickness by the 
procedure described in Paragraph {a). The 
position of the hooked rule for the thickness 
measurements is indicated by the line T in 
Fig. 2. 

Report 

6. The average of the two individual 
measurements for length and for width 
of each specimen shall be reported. The 
thickness shall be reported as the aver- 
age stack height divided by 10, except 
for those thickness measurements on 


brick over 3 in. in thickness obtained by 
the use of a hooked rule, which shall be 
reported as the average thickness of the 
individual specimens. 

Retests 

7. {a) If one specimen in the primary 
set of 10 specimens fails to conform to 
the length or width requiremeD,ts speci- 
fied, ‘the length and width of the second 
set of 10 specimens shall be measured in 
accordance with Section 5 (a), and 19 of 
the 20 specimens must conform to the 
requirements specified. 

(J) Failure of the stack thickness to 
conform to the requirements specified 



Fig. 2. — Measurements of Refractory Brick, 

shall constitute cause for rejection. 
Thickness measurements obtained on in- 
dividual specimens (that is, brick or 
shapes over 3 in. in thickness measured 
by use of the hooked rule) shall be sub- 
ject to retest in accordance with Para- 
graph (a). 

Bulk Density 

8. Each of . the ' specimens shall be 
weighed to the nearest 0.02 lb. (i oz.), the 
weight recorded, and the average weight 
of the 10 specimens calculated. The 
average volume shall be calculated by 
using the average dimensions obtained 
in accordance with Section 6. The bulk 
density shall be calculated as follows: 

Bulk density, _ wt. in lb. ^ 177 © 
lb. per cu. ft. Iu cu. in. 


Standard Method of Test for 
WAKPAGE OF REFRACTORY BRICK AND TILE^ 



A.S.T.M, Designation: C 154 - 41 ■ 

Adokted, 1941.^ 

This Standard of the American Society for Testing Materials is issued, under 
the fixed designation C 154; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the pro- 
cedure for determining the warpage of 
refractory" brick and tile. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Steel Straightedge. 

(b) Measuring Wedge . — A steel wedge 



2.5 in. in length by 0.5 in. in width by 
0.5 in. in thickness at one end, and 
tapered, starting at a line 0.5 in. from 
one end, to zero thickness at the other 
end. The wedge shall be graduated 
in' 0.02 in. and numbered to show the 
thickness of the wedge between the base 

i Under the standardization procedure of ' the Society, 
this method is under the jurisdiction of the A.S.TJ®. 
.Committee C-8 on Refractories, 

2, Prior to its ' present adoption as standard, this 
method , .was , published as tentative from 1938 to- 1939, 
constituting a portion of the Tentative Methods of Test for 
Size, Warpage, and Bulk Specific Gravity of Refractory 
Brick (C 134 ~ 38 T). This method was reissued in 1940 
under .the serial designation C 154, and published as tenta- 
tive from 1940 to 1941. . 


A B and the slope C, as illustrated in 

Fig. 1. 

Sampling^ 

3. The sample of brick or tile con- 
sisting of 20 pieces shall be taken at 
random to represent a shipment of a 
carload or fraction thereof. 

Procedure 

4. Place the straightedge across a 
diagonal on the concave side of the tile. 



Fig. 2. — Method of Measuring Warpage. 

Insert the wedge (Fig. 2) at the point 
of maximum warpage, and note the 
reading to the nearest 0.02 in. Repeat 
on the other diagonal. 

Report'^ 

5. The warpage shall be taken as the 
larger of the two, measurements of each 
specimen.. The report shall 'give the 
warpage values for the individual speci- 
mens. 

■ * This section was, added editorially ,in 1943 to correct 
an omission. 

'■*.Thissection was editorially revi.sed in 1943. , 
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Standard Methods of Test for 


APPARENT POROSITY, WATER ABSORPTION, APPARENT 
SPECIFIC GRAVITY, AND BULK DENSITY 
OF BURNED REFRACTORY BRICK' 



A.S.T.M. Designation: C 20 - 46 

Adopted, 1941 ; Revised, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 20; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods of test cover pro- 
cedures for determining the following 
properties of burned refractory brick : 

Apparent porosity, 

Water absorption, 

Apparent specific gravity, and 
Bulk density. 

Note. — These methods are not applicable to 
refractories attacked by water. 

Preparation of Sample ' 

2. (a) The sample shall consist of at 
least five standard 9-in. brick or similar 
units, from each of which a single test 
specimen, having a volume of approxi- 
mately 25 or 26 cu. in. shall be cut or 
broken. When testing standard 9-in. 
straight brick, the specimen shall be a 
quarter-brick obtained by halving the 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Prior to their present adoption as standard, these 
methods were published as tentative from 1918 to 1920. 
They were adopted in 1920, published as standard from 
1920 to 1939, being revised in 1931 and 1933, but withdrawn 
and republished as tentative from 1939 to 1941. 


brick along a plane parallel to the 9 
by 2|-in. face and along a plane par- 
allel to the 4| by 2|“in. face. Four of 
the surfaces of the resultant quarter- 
brick specimen include part of the orig- 
inal molded faces. These surfaces are 
half of one end, half of one side and one 
quarter of each of the two 9 by 4|-in. 
faces. When testing large shapes, the 
sample shall consist of several speci- 
mens cut or broken from each shape 
from both the center and outer por- 
tions. 

(h) Each specimen shall be freed of 
all loosely adhering particles. 

{c) Visibly defective specimens shall 
not be used. 

Dry Weight, I) 

. 3. (a). The test specimens shall be 
dried to constant weight by .heating to 
220 to 230 F. (105 to 110 C.),., and. the. 
dry - weight, D, in grams .determined to 
the nearest 0.1 g. . ' 

{b) ■ The drying. :■ procedure , may;; , be 
omitted only, when the,, test, specimens 
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are known to Be dry, as may.be the case 
with samples taken directly from kilns. , 

(£:), .The drying , of . the specimens to 
constant , weight and the determination 
of ' their dry weights may be done either 
before or after the boiling operation 
(Section 4). Usually the dry freight is 
determined before, boiling;, .if, however, 
the specimens are friable or evidence 
.indicates .that particles have broken loose 
during the boiling operation, the speci- 
mens shall be dried and weighed after 
the. suspended weight, 5,, and the satu- 
rated weight, IF, have been determined 
as described in Sections 5 and 6. This 
second dry weight shall be used in all 
appropriate calculations. 

Boiling 

4. (a) The test specimens shall be 
placed in w^ater and boiled for 2 hr. 
During the boiling period, they shall be 
kept entirely covered with water, and 
shall not be in contact with the heated 
bottom of the container. 

(b) After the boiling period, the test 
specimens shall be cooled to room tem- 
perature while still completely covered 
with w'ater. The cooling may be ac- 
celerated by running cold water into the 
container. 

Suspended Weight, S 

5. (a) The weight, 6, of each test 
specimen after boiling and while sus- 
pended in water shall be determined in 
grams to the nearest 0.1 g. 

(b) This ■weighing is usually accom- 
plished by suspending the specimen , in a 
loop or, halter of 22-gage copper wire 
.hung from one arm of the balance The 
balance shall be previously counter- 
balanced with the wire in place and im- 
mersed in water to the same depth as is 
used wBen the refractory specimens are 
in place. ' 


Saturated Weight,, IF 

6. ' After determin.ing the suspended 
weight,, each specimen shall be blotted 
lightly with a moistened, smooth linen 
or cotton cloth to remove all drops of 
water from the su.rface and the saturated 
weight, Wy determined in grams by weigh- 
ing in air. to the nearest- 0.1 g. The' 
blotting operation shall be performed by 
rolling the. specimen lightly on the wet 
cloth,, which has previously been satu- 
rated with, water, and then, pressed onl}* : 
enough, to remove such Water as will 
drip from the cloth. Excessive blot- 
ting will Introduce error by withdrawing 
water from the pores of the specimen. 

Exterior Volume, V 

7. The volume, F, in cubic centi- 
meters of the test specimens may be 
obtained by subtracting the suspended 
weight from the saturated weight, both 
in grams, as follows: 

F - IF - 5' 

Note. — T his assumes that 1 cu. cm, of water 
weighs 1 g. This is true within about three 
parts in 1000 for water at room temperature. 

Volumes of Open Pores and Impervious 

Portions 

8. The volume of open pores and the 
volume of the impervious portions of 
the specimen may be calculated as 
follows: 

Voh of open pores in cu. cm. = IF D , 
VoL of impervious portion in .cu. cm. *= D — 5 . 

Apparent Porosity, P 

9. The apparent porosity expresses as 
a perce.n.tage the relationship of. the 
volume of the open pores of the speci- 
men, to- its exterior .volume and shall be 
calculated as follows: 


V 
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Water Absorption, A 

10. The water absorption, A , expresses 
as a percentage the relationship of the 
weight of water absorbed to the weight 
of the dry specimen and shall be cal- 
culated as follows: 


Apparent Specific Gravity, T 

11. The apparent specific gravity, T, 
of that portion of the test specimen 
which is impervious to boiling water 
shall be calculated as follov/s: 



Bulk Density, B 

12. (a) The bulk density, B, in grams 
per cubic centimeter of a specimen is the 
quotient of its dry weight divided by the 
exterior volume, including pores and shall 
be calculated as follows: 



(b) This method of determining bulk 
density is useful for checking bulk 
density values obtained by the direct 
measurement method^ (Note) . While it 
is more accurate than the direct measure- 
ment method, and generally gives higher 
values (by about 0.02 to 0.04), the direct 
measurement method is better suited for 

s Methods of Test for Size and Bulk Density of Refrac- 
tory Brick (A.S.T.M. Designation: C 134), see p. 317. 


plant and field testing, since it is a 
less involved technique. The present 
method is preferable for specimens 
which are branded deeply or irregular 

in contour. 

Note. — ^The values for bulk density deter- 
mined according to Section 12 will be expressed 
in metric units, for example, grams per cubic 
centimeter. The bulk density, however, deter- 
mined by the direct measurement method will be 
expressed in English units. The conversion 
from metric to English units may be calculated 
as follows; 

Bulk density in g, per cu. cm. X 62.43 = 

Bulk density in lb. per cu. ft. 

Report 

13. (a) For each property, the average 
of the values obtained v/ith at least five 
specimens, and preferably also the in- 
dividual values, shall be reported.'^ 

(b) Apparent porosity and water ab- 
sorption results shall be reported to one 
decimal place, and apparent specific 
gravity and bulk density results to two 
decimal places. 

Note. — When values are reported for water 
absorption but not for porosity, it is suggested 
that the report shall also give the results for 
buik density. This makes it possible to calcu- 
late the corresponding apparent porosity values 
as follows: 

B = A X B 

4 When there are pronounced differences among the 
individual values, another sample of five specimens shall 
be tested. These shall consist of the quarter-brick diag- 
onally opposite from the original specimens. The aver- 
age of all ten determinations shall be reported. 




Standard Method of Test for 

TRUE SPECIFIC GRAVITY OF BURNED 
REFRACTORY MATERIALS^ 



A.S.T.M. Designation: C 135-40 
Adopted, 1940 ^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 135; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers a pro- 
cedure for the determination of true 
specific gravity of refractory materials 
under prescribed conditions. 

Note. — This method is not applicable to 
materials attacked by water. 

Apparatus 

2. The apparatus shall consist of the 

following: Analytical balance and 

weights, 50-mL pycnometer bottle wdth 
capillary tube stopper, thermometer, 
drying oven, weighing bottle, desiccator, 
a suitable apparatus to produce a 
vacuum of 0.5 to 1.0 in. mercury pres- 
sure, and distilled water at room tem- 
perature. 

Test Specimens 

3. (a) The test specimen shall consist 
of two walnut-size pieces cut from 
different positions in the sample in such 
a way as to exclude all skin surfaces. 

1, Under the standardization procedure of the Society, 
this .method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1938 to 1940. Editorially revised 
in 1942. 


If an average specific gravity is desired, 
specimens from at least five samples 
shall be tested. 

(Z>) The specimen shall be crushed, if 
necessary, between hardened steel sur- 
faces and then ground in an agate mor- 
tar, either by hand or by a mechanical 
sample grinder^ so constructed as to 
prevent the introduction of any im- 
purit}^ The specimen shall then be 
reduced to 50-g. by quartering in the 
standard manner. Any magnetic ma- 
terial introduced by crushing or grinding 
shall be removed by means of a magnet. 
The entire 50-g. sample shall be ground 
in an agate mortar so that it will pass 
a No. 100 (149-micron) A.S.T.M. sieve^ 
(equivalent to mesh No. 100 of the Tyler 
standard series). Care shall be taken 
at all stages of the grinding and quarter- 
ing not to exclude any portions which are 
difficult to grind, tW is, all selective 
specimen preparation shall be avoided. 

«Tfae McKenna, Carling, Fisher, or, similar type 
sample grinders are satisfactory for this purpose. 

^ Detailed requirements for this sieve are given in the 
Specifications for Sieves for' Testing Purposes (A.S.T.M. 
Designation; E U), wliich appears in this publication., 
see Contents in Numeric Sequence of A.S.T.M. Designa- 
tions at front of book. 
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.Procedttre 

4. (a) The 50-g. sample shall be dried 
to constant weight at 220 to 230 F. (105 
to 1 10 C.) and placed in a glass-stoppered 
we,ighing bottle: Dup.licate tests shall 
be made on material from the 50-g. 
sample. Ail. w.eights shall be recorded 
to the nearest 0.0001 g. 

(b) The pycnometer and stopper shall 
be dried at 220 to 230 F. (105 to 110 C.) ■ 
cooled ill. a desiccator, weighed on an. 
analytical balance, and the weight 
recorded as weight p. The pycnom- 
eter shall then be filled with distilled 
water at room temperature, /, and again 
weighed with the stopper in place, re- 
cording the weight as llh. The pycnom- 
eter shall then be emptied and again 
dried. 

(r) Approximately 8 to 12 g. of the 
sample shall be placed in the dry 
pycnometer; the pycnometer, stopper, 
and sample shall be weighed, and the 
weight recorded as weight W. The 
bottle shall next be filled to approxi- 
mately one-half its capacity with dis- 
tilled water at room temperature t. The 
sample and water shall be very thor- 
oughly mixed by stirring with a glass 
rod and evacuated (Note) at 0.5 to 1.0 
in. mercury pressure to remove en- 
trapped air. 

Note.— A suitable method of evacuation is 
described in Section 4 (e) of the Methods of 
Test for Specific Gravity of Pigments (A.S.T.M, 
Designation: D 153) of the American Society 
for Testing Materials.® 

({f) After evacuation, the bottle shall 
be filled with distilled water at room 
temperature t, and the excess water on 
the tip of the capillary removed by filter 
paper. The pycnometer and contents 

® Appears in tliis publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


shall then be: weighed and the:. weight 
recorded, as weight IIT- 

Caictilation 

5. (a) The true specific gravity shall 
be calculated , in accordance with the, 
following formula: 

. . .. IF - p . 

Sp. gr., Ht - 

where: 

t == temperature of the material 
. and the water, 

p = weight of the stoppered pyc- 
nometer, 

PF — weight of the stoppered pyc- 
nometer and sample, 

IFi = weight of the stoppered pyc- 
nometer filled with water, 
and 

PF 2 = weight of the stoppered pyc- 
nometer, sample, and water. 

{h) The true density of the sample 
may be determined without additional 
measurement in accordance with the 
following formula: 

True density = sp. gr. X {dy, — da) 

where: 

dw = density of water at the tempera- 
ture at which the test was 
made, and 

da = density of air at the temperature 
at wiiich the test wms made.®. 

Reproducibility of Results 

6. Both determinations shall be re- 
ported to the nearest 0 . 0 . 01 ,. and,, they 
shall check to within 0 , 005 , or additional 
determinations shall be made. 

® Values of (dw- da) for temperature from 15 to 30 C» 
are given in Table 35, Standard Density and Volumetric 
Tables, National Bureau .of Standards, Circular \ No. 
19, p. 52. 


Standard Methods of Test for 

SIEVE ANALYSIS AND WATER CONTENT OF 
REFRACTORY MATERIALS' 



Designation: C 92 - 46 
Adopted, 1946.^ 

This Standard of the Ameikan Society for Testing Materials is issued under 
the fixed designation C 92; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) These methods of test cover 
procedures for a wet method and a dry 
method for sieve analysis of refractory 
materials, and also procedures for deter- 
mining the water content of refractory 
materials in the wet condition. 

{b) Wet Sieve Analysis . — Water pro- 
motes the slaking of clays and helps to 
separate fine particles and to wash them 
from the larger grains. Consequently, 
this method will provide more reliable 
information than the dry method on ma- 
terials to which water is added and in 
which slaking would occur in normal 
industrial use. This method is recom- 
mended, therefore, for use with such 
materials. ■ 

(c) Dry , , Sieve: A^talysis . — The dry 
method is not as effective as the wet 
method in determining the amount of' 
material present in the smaller particle 
sizes. It is recommended (1) for clays 

^ Under the standardization procedure of the Society, 
these methods are under thej’urlsdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Prior to their present adoption as standard, these 
methods were published as tentative from 1932 to 1936, 
being revised in 1934, They were adopted in 1936, but were 
withdrawn, revised, and republished as tentative from 
'1943 to 1946.. 


only when the slaking action of water . is 
undesirable, {2) when the material is in 
the form of coarsety ground grog and 
calcine, and (J) when the clay is to be 
used in such a way that the size of the 
ultimate particles is of secondary im- 
portance. 

(d) Water Content . — There is included 
a method for determining the water con- 
tent of air-dry samples as received, so 
that the sieve analysis can be calculated 
on the dry basis. There is also included 
a method for obtaining the water content 
of other refractory materials, such as 
plastic refractories and wet mixes. 

Sieves 

2. Sieves of appropriate mesh from 
either list given ^ in Table I shall be 
used. The wire cloth for the sieves® 
shall be woven (not twilled) and shall 
be mounted without distortion or loose- 
ness in circular frames 8 in, in diameter. 
Pans and' covers shall be provided 'for 
the sieves. 


■ ■ ■■ * See.tbe Standard Spccificat.ions for Sieves for Testing 
Purposes : (A.S.T.M. Designation:, JEl 11), see p. ,1237. ' 
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TABLE I.— A.S.T.M. SIEVES AND EQUIVALENT. 
TYLER STANDARD SIEVES. 


A.S.T.M. Sieves 

(TJ. S. Standard Sieve Tyler Standard Sieves 

Series Number) (Mesh Number) 


No. 4....... 4 

No. 6 6 

No. 8 . 8 

No. 12 10 

No. 16 14 

No. 20... 20 

No. 30 28 

No. 40...... 35 

No. 50 48 

No. 70 65 

No. 100 100 

No. 140 150 

No. 200 200 


Sample 

3. The sample submitted shall be rep- 
resentative of the material to be tested, 
and shall weigh at least four to five times 
the required weight of the actual test 
sample. Material of which the water 
content is to be determined shall b^ 
packed in a water-tight container. 

Water Content 

4. (a) Wet Type Air-Setting Refractory 
Mortars, — ^The material shall be sampled 
immediately after opening the original 
container and after carefully mixing the 
contents. The test samples shall weigh 
approximately 50 g. To facilitate han- 
dling the test sample, it is recommended 
that it be placed on a tared piece of 
waxed paper or tared aluminum weigh- 
ing dish. The exact weight of the test 
sample shall be determined to the nearest 
G.l g. both before and after drying for 24 
hr. at 220 to 230 F. (105 to 110 C.). The 
percentage of water shall be calculated 
on the as-received basis to the nearest 
0.1 per cent. 

(5) Materials Other Then Wet Type 
Air-Setting Refractory Mortars (such as 
ground fireclays, fireclay mortars, dry 
t}q)e air-setting mortars, plastic refrac- 
tories, and similar materials). — If the 
material is shipped in the wet condition, 
care shall be taken that no loss of water 
occurs before the test sample is taken. 


The test sample shall weigh approxi-' 
mately 250 g. The exact weight of the 
test sample shall .be determined to the 
nearest 0.1 g. both before and after dry- 
ing for 3 hr. at 220 to 230 F. (105 to 110 
C.). The percentage of water shall be 
calculated on the as-received basis to the 
nearest 0.1 per cent. The dried test 
sample may be required for further use 
(see Section 5 {a) and (&) and Section 6 
{a) and (&). 

Wet Sieve Analysis 

5. (a) Dry Materials. — If the material 
is received in the dry condition, the test 
sample (Note 1) shall consist of the dried 
and weighed test sample prepared in ac- 
cordance with Section 4 {b). 

{h) Wet Materials, — ^Materials pre- 
pared with water (plastic refractories, 
wet type high-temperature bonding 
mortars, etc.) shall be tested as received. 
Two test samples shall be taken immedi- 
ately upon opening the original con- 
tainer, and in the case of mortars after 
carefully mixing the contents. One 
sample shall be used for obtaining the 
water content in accordance wdth Section 
4 {a) or (J), depending upon the type of 
material to be tested. The other sample 
(Note 1) shall be used for the sieve analy- 
sis and shall weigh approximately 250 g. 
It shall be weighed to the nearest 0.1 g. 
and then transferred to the 1 -liter con- 
tainer (see Paragraph (<;)) . The utensils 
used during weighing (to which a small 
part of the sample may adhere) shall be 
washed by means of a small jet of water 
from a J-in. hose in such a manner as to 
insure a quantitative transfer of the 
weighed sample to the container. 

(c) Procedure, — ^The test sample shall 
be placed in a container of about 1 -liter 
capacity, to which sufficient , water shall 
be added to form a slurry. Slaking shall 
be allowed to proceed for 1 hr., after 
which a' further addition of water may be 
necessary. The test sample shall, then 
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be transferred without loss to the finest 
sieve to be used in the analysis, and shall 
then be washed by means of a small jet of 
water from a J-in. rubber hose until the 
water passing through the sieve contains 
only traces of the sample. Care shall be 
exercised : in . the washing operation to 
.prevent loss, by splashing.- It may be 
necessary to break up lumpy material by 
gentle rubbing between the fingers, but 
never by rubbing or pressing against 
the sieve. The washed residue in the 
sieve shall then be dried to constant 
weight'at' 220 to 230 F. (105 to 110 C.). 
This usually requires about 2 hr. If de- 
sired, a preliminary dr 3 diig period at a 
lower temperature may be used. The 
dried residue shall then be transferred to 
the top or coarsest sieve of the series to 
be used. The sieving and weighing 
operations shall then be completed in 
accordance with Section 6 (a) or (b), 

(d) Calculation and Report. — ^The wet 
sieve anal^^sis shall be calculated for the 
test sample on the dry weight, and the 
results reported to the nearest 0.1 per 
cent of the material retained on each 
sieve (Note 2). The percentage passing 
the finest sieve shall be reported as the 
difference between 100 per cent and the 
sum of the percentages retained on the 
various sieves. 

Dry Sieve Analysis 

6. (a) Machine Sieving. — When the 
sieving is to be done by machine, the 
sieves shall be arranged in the order of 
size with the coarsest sieve at the top of 
the nest. The sample for sieving (Note 
1) shall consist of the dried and weighed 
material prepared in accordance with 
Section 4 {h). It shall be transferred to 
the top' sieve, of the nest, and shall then 
be .subjected to' the mechanical sieving 
operation until less than 0.1 g. of material 
passes through each sieve after 1 min. of 


sieving by hand, as described in Para-; 
graph {b) . The machine , sieving opera-' 
tion usua,lly requires, about 15 m.in. , 'The 
sieves shall then be carefully separated 
and the amount of material retained, on 
each sieve shall, be determined by weigh- 
ing to the nearest 0.1 g. 

(J) Eand Sieving.— Tht sample ' .for 
sieving (Note 1) shall consist of the dried 
and weighed material prepared in ac- 
cordance . with Section 4 {b) . The sieving 
operation shall be carried out using one- 
sieve at a timebegiiiniiig with the coarsest^ 
sieve and from then on using successively 
finer- sieve sizes. The sieve, wnth pan 
and cover attached, shall be alternately 
tapped and rotated while held in slightly 
inclined position so that the test sample 
will be well distributed over the sieve. 
The operation shall be continued until 
less than 0.1 g. of the material passes 
through each sieve in 1 min, of continu- 
ous sieving. The amount of material 
retained on each sieve shall be deter- 
mined by weighing to the nearest 0.1 g. 

{c) Calculation and Report. — The dry 
sieve analysis shall be calculated for the 
test sample on the dry w’'eight, and the 
results reported to the nearest 0.1 per 
cent of the material retained on each 
sieve (Note 2). Dust loss shall be re- 
ported as material passing the finest 
sieve. 


Explanatory Notes 

Note 1. — The size of the test sample may be 
changed by reason of the nature, of the material. 
For example, some clays, w.hen , .ground ,to 
exceedingly fine particle size, tend to pack or 
cake on the sieves, in which case a 100-g. sample 
may be used.' In the case of plastic refractories, 
or coarsely ground mixes, the size of the sample 
might w^eli be increased to 500 g. in weight. 

Note 2.~A.s an .alternative, the results of 
sieve analysis, may be- reported, on .the cumulative 
basis, either as the total percentage retained on 
or passing each sieve. 


Standard Methods of 

CHEMICAL ANALYSIS OF REFRACTORY MATERIALS* 



A.S.T.M. Designation: C 18-45 
Adopted, 1939; Revised, 1941, 1945.* 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 18; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. {a) These methods cover proce- 
dures for the chemical analysis of fire- 
clay, silica, high-alumina, and magne- 
site refractories, and of chrome ore and 
chrome refractories. The methods apply 
to products as sold commercially but 
not necessarily after alteration in service. 

(i) The analytical procedures appear 
in the following order: 


Fireclay Refractories: Section 

Moisture 7 

Loss on Ignition 8 

Silica 9 

Iron, Aluminum, and Titanium Ox- 
ides 10 

Iron Oxide 11 

Titania ■ 12 . 

.Alumina..,. -13 

, ' Lime. 14 

' Magnesia. ' 15 

'Alkalies 16 

Silica Refractories: 

M.oisture. ’18 

Loss on Ignition 19 

; ..'Silica. ............... .20 

Iron and Aluminum Oxides V. . . . 21 

Iron Oxide. 22 

Titania ....................... 23 

Alumina. 24 


^ Under the standardization procedure of the Society, 
theae methods arc under the jurisdiction of the A.S.TJd. 
Coimnittee C-8 on Refractories. 

® Prior to their present adoption as standard, these 
methods were published as tentative from 1917 to 1920, 
being revised in 1918, They were adopted in 1920, pub- 
lished as standard from 1920 to 1937, being revised in 1935, 
but were withdrawn and published as tentative from 1937 
to 1939. 
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Lime. 25 

Magnesia 26 

Alkalies 27 

High- Alumina Refractories: 

Moisture,.... 29 

Loss on Ignition 30 

Silica 31 

Separation of AI 2 O 3 and PaOs from 

Fe 20 s, TiOa, CaO, and MgO 32 

Iron Oxide 33 

Titania 34 

Phosphorus Oxide 35 

Alumina ...... 36 

Lime........... 37 

Magnesia .... 38 

Alkalies 39 

Magnesite Refractories: 

Moisture 42 

Loss on Ignition 43 

Silica 44 

Iron and Aluminum Oxides 45 

Iron Oxides 46 

Alumina 47 

Lime.. 48 

Magnesia 49 

' Manganese as MnO 50 

Chrome Ore and Chrome Refractories: 

Moisture. ..... 53 

Chromium Oxide. . ' 54 

Titania and Ferrous Oxide. . ...... . , 55 

Titania,. 56 

Ferrous Oxide. .... 57 

Silica .......... ,58 

Aiumina 59 

■ Lime ';60^ 

Manganese as MnO. . ..... ...... . . 64 

. Magnesia. . ..... . .............. 62, 


Note.— T hese methods, have been compiled as 
standard^ procedures for use in referee analyses. 
These methods, however, when the determina- 
Hon of iron oxide as FesOa is involved, are not 
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intended to pteclude tlie use of other procedures 

tliat give results witliia tlie permissible varia- 
tions. For the sake of, unifomiity the .classical 
Zimmerman-Reinhardt procedure is specified 
.for the determination of iron oxide. It. is 
recognized that numerous other procedures are 
equally accurate and often . more convenient. 
The other procedures commonly in use include 
reduction .of an oxidized solution with zinc or 
other metal, and titration with standard KMnO* 
or KaGraO?, as well as titration, with a standard 
solution of titanous chloride in an. oxidized 
solution. These .procedures shall be considered 
acceptable provided the analyst has obtained 
results by his special procedure which check with 
the Zimmerman-Reinhardt. procedure within 
the limits specified in. Section 6 . It is suggested 
that the National Bureau of Standards’ standard 
samples be used for checking the accuracy of 
procedures. 

It will be understood that the making of a 
complete analysis of a refractory material is a 
difficult procedure requiring a wide knowledge 
of the chemistry involved in the operations and 
a thorough training in carrying out the work. 
A skilled analyst of good training is therefore 
required to do the work. The descriptions here 
given cover the vital points of procedure, but 
frequent reference in regard to the details of 
the various manipulations should be made to 
“Applied Inorganic Analysis” by Hiilebrand 
and LundelP and to similar publications. Par- 
ticularly in the determination of alumina, 
reference should be made to Scientific Paper 
No. ZS6 of the National Bureau of Standards.** 


Hydrochloric acid,.. .HCL L 18 sp. gr. 

Nitric acid, HNO® 1 .42 sp, gr. 

Sulfuric acid, H 2 SO 4 1 .84 sp. gr. 

Hydrofluoric, acid, HF. ......... 40 per cent 

Perchloric acid, liClQi. .,60. to 70 per cent, c. p.® 
Sulfurous acid . ............. .6 per cent solution*^ 

Ammonium hyd,ro.xide, .NH 4 OH 0.90 sp. gr* 


® Lower poritv va,rieties may contain aluminum oxide, 
AhOa, as an impurity, 

^ As supplied by reagent manufacturers. . 

{b) Diluied Acids and Ammofdmn Hy- 
droxide. — Tlie diluted acids and ammo- 
nium hydroxide .referred to are of varying 
percentages by volume. They shall be 
made uphy mixing proportional volumes 
of the concentrated reagent and water* 
The- diluted 'Sulfuric acid .mixtures shall 
be made up by slowly stirring the acid 
into the water. These diluted .acids and 
ammonium hydroxide are des-ignated in 
the methods as (l:4)j (1:9), etc., except 
very diluted solutions which are referred 
to by the percentage of reagent added. 
The designation in parentheses indicates 
the ratio of the volume of the concen- 
trated reagent to the volume of water; 
for example, H 2 SO 4 (1:9) contains 10 
per cent by volume of H 2 SO 4 (sp. gr. 
1.84). The following will be required: 

Percentage by. Volume 

Hydrochloric acid /50 

120 


Reagents and Special Solutions Re- 
quired 

2. The lists in Paragraphs {a) to {n) 
include those reagents and special solu- 
tions common to two or more of the 
analytical procedures. Other special 
reagents and solutions required will be 
found listed wdth the particular method 
in which they are prescribed. 

(a) Concentrated Acids and Ammon- 
ium Concentrated c.p. 

.acids and, ammonium hydroxide of ap- 
proximately the following specific gravi- 
,ties: or concentrations w.ill be required: 


3W. F. Hiilebrand and G. E. F. Lundell, "Applied 
Inorganic Anabasis,” Wiley and Son, New York City 
(1929^). 

^W. Blum, "Determination of Alumina a.8 Oxide,’* 
National Bureau of Standards Scuntific Paper Na. 286. 


Sulfuric acid 


'50 
TO 
, 5 


Nitric acid. /30 

13 

Ammonium hydroxide fSO 


(c) Ammonkm Chloride iZ per . cent) . 
—Dissolve 2 g. of NH' 4 C 1 in I'OO mL 
of water. 

{d) Ammonium Oxalate {Saturated So- 
lution).— X)isso\Yt 4 g. ■ of . (NH 4 ) 2 C 204 
in 100 mi. of water. 

. (e) Standard Potassium Permanganate 
(OJ N).— Dissolve 3.25 g, of KMn 04 
in 1000 mi. of w^ater. Allow to stand 
for a week, : filter through an asbestos 
mat, porous glass, or porcelain, filter, 
and keep in a dark place. Standardize 
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against the National Bnreati of Stand- 
ards^ standard sample 40^: of sodium 
oxalater 

' (f) Standard. Potassium Permanga- 
nate {0.04 N). — Dissolve 2.5 g. of 
KMnO'4 in water and' make up to 2 
'liters. Allow to stand for a week, filter 
through an asbestos mat, porous glass, 
or porcelain filter, and keep in a dark 
place. Standardize against the National 
Bureau of Standards^ standard sample 
4(k: of sodium oxalate. 

(g) Standard Titania Solution , — 
Weigh out 0.05 g. of pure calcined Ti02‘ 
Fuse with 10 g. of K2S2O7 in a clean 
platinum crucible, keeping the tempera- 
ture as low as possible to maintain fluid- 
ity. Cool, and dissolve in about 300 ml. 
of diluted H2SO4 (1^5). Cool, transfer 
to a 500-mL volumetric flask, dilute to 
the mark with water, and mix thor- 
oughly. To standardize the solution, 
take two 50-mL portions in 400-ml. 
beakers, dilute, boil, and precipitate with 
NH4OH. Filter, and wash with hot 
water. Place the papers in the original 
beakers, add 15 ml. of HCl, stir to macer- 
ate the paper, dilute, and precipitate 
again with NH4OH. Filter, and wash 
with hot water until free of alkali 
salts. Ignite carefully, blast, and weigh. 
From the weight determined, calculate 
the strength of the solution. 

{h) Standard Sodium Arsenite Solu- 
tion,— Dissolve 0.908 g. of pure arsenious 
oxide, AS2O3, in a small amount of hot 
NasCOg solution, cool, filter, and dilute 
to 1 liter. Standardize against a steel 
of known manganese content. 

(i) Stannous Chloride Solution— D\s>- 
solve 50 g. of SnClg in 100 ml. of HCl 
and dilute to 1000 ml. Keep a few 
pieces of metallic tin in the bottle. 

(j) Mercuric Chloride Solution, — Pre- 
pare a saturated solution, of HgCk. 

{k) Manganese Sulfate Solution— Dis- 
solve 70 g. of crystalline MnSOi in 500 
ml. of water. Add 140 mi. of phosphoric 
acid, H3PO4, (sp. gr. 1.7) and 130 ml. of 


■ H2S'04 (sp. gr. 1.84). Dilute to 1 liter. 

(1) Hydrogen Peroxide {30 per cent), 

{m) Diammonium Phosphate Solution, 
— Dissolve 10 g. of (NH4)2HP04 in 100' 

ml. of water. 

(n) Chloroplatinic Acid Solution {10 
per cent), 

■ { 0 ) Ethyl Alcohol (80, .per^ cent) — 
Prepare a solution containing 80 per cent 
by volume of ethyl alcohol in water. 

{p) Ethyl Alcohol {Absolute), — Cer- 
tain commercial brands of denatured 
absolute alcohol are satisfactory as well 
as being considerably less expensive than 
the c.p. absolute alcohol. 

Preparation of Samples for Analysis 

3. The sample, carefully obtained by 
one of the approved methods of sam- 
pling, shall be crushed in a small jaw or 
roll-type crusher vritli hardened tool- 
steel faces to pass a No. 8 (2380-micron) 

, sieve.® The sample shall then be 
crushed to pass a No. 20 (840-micron) 
sieve,® mixed, and quartered to about 
50 g. This 50-g. sample shall then be 
ground so that it will all pass a No. 
100 (149-micron) sieve,® unless other- 
wise specified, mixed thoroughly, and 
placed in a container which will insure 
freedom from contamination. Fine 
grinding shall be done in an agate mortar, 
either by hand or by a mechanical 
sample grinder of the McKenna, Carling, 
Fisher, or similar type so constructed 
as to prevent the introduction of im- 
purity. 

Statement of Analysis 

4. Moisture shall be determined on 
the sample in its ordinary air-dried con- 
dition. Ail other percentage compo- 
sitions shall be determined on moisture- 
free samples and reported, accordingly, 
on a moisture-free basis. The drying 
temperature recommended for all mois- 

8 Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation:, : E l!), .'seep. 1237. 
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tme determinations is 105 to 110 C,,' 
althotigh it is recognized that; in the 
case of certain raw fire clays tempera- 
ture as high as 140 C. may be required 
for complete removal of ai! hygroscopic 
moisture.® Whenever a sample is 
weighed out for any determination other 
than moisture j it shall be moisture-free. 
If preferred, the sample maybe dried in a 
weighing bottle from which the required 
samples shall be weighed out. , 

Blank Determinations 

5. Blank determinations on the re-- 
agents shall be made for each constit- 
uent in the refractory and this blank- 
deducted in each case. For , the de- 
termination of the silica blank, approx- 
imately 0.25 g. of AkOa should be added 
as pure aluminum chloride. 

Reproducibility of Results 

6. In all /cases, check de.terminations 
shall be made, and the results shall be 
redetermined if satisfactory checks are 
not obtained. Results shall be, con- 
sidered satisfactory if the differences 
between check determinations do not 
exceed the following limits: 

Permissible 
Variations 
Between, Check 
Determinations, ■■ 
max., per cent 

For silica or other constituent 
amounting to 30 per cent® or 

over./... 0.3 

For alumina or other constituent 
■ amounting to 10 to 30 per 

-cent® ■ 0.2, 

For any other constituent 
amounting to under- 10 per 
, cent® , , 0,1 


® These figures are stated in terms of the whole sample 
as 3.00, per cent. 

. Fireclay Refractories 
Moisture 

.,,■ ,7. .Weigh 1.00 g. of the. sample and 
heat to constant weight at a temperature 

«See National Bureau of Standards* Certificates of 
Analysis of Standard Samples of Fire Clays, Nos. 97 and 
9S, August 31, ;i931. 


not under 105 nor over 110,C» , Record' 
the loss in ' weight as moisture. , - 

Loss on Ignition 

8 , Weigh 1,000 g.. of the moisture-free 
(1.05 to 110 C.).samp,ie and heat to con- 
stant weight over a blast lam.p, ©.rin an 
electric m'uffle furnace, at 900, to 1000, C. 
Record the loss, in weight as the ignition 
bss. 

Silica ' 

9. Weigh 0.5000 ; g. , , of, . the . moisture- 
free (105, to 110 C.) sample 'into'^a plati-, 
num cmcible , containing about S .g. of 
powdered' anhydrous. ' Na 2 COs and., mix. 
well with a platinum wire. ..Cover the 
mixture, witff, a little .more Na 2 C 03 , 
Heat gradually to the full heat of a good 
burner (1000 to. 1100 C.) maintained for 
about 1 hr. until complete .solution is ob-, 
tained. , Place, the crucible cover /on,, a, 
triangle, and w,hen the melt has partiaEy 
cooled pour it on the lid (Note). ■ When 
cool, place the crucible and lid in a 150- 
ml., beaker, placing the button on. a 
watch , glass above the beaker. Add 30 
ml. of FICl .(1:1). When: .solution is 
complete wash off the crucible and lid 
with FICl (1:4), taking care to remove 
aU-SiOg. Place the button 'in the solu-. 
tion. -Transfer, the contents .of .the 
beaker -to an evaporating dish and evapo- 
rate to dryness on a steam.bath. . .Bake 
for 1 hr.- at 110 C, Add 20 to 30 ml. of 
HCI ,(1:1) and 50 ml. of hot water.-: 
When ail salts have been dissolved, allow 
to settle for several '-minutes and then 
filter through, a No. 40 Whatman paper 
/or equivalent. ' Wash the,Bi 02 .three 
times .by decantation, using 20 to 30-mL 
portions of .first hot water, then' 'HCl 
(1:1), then hot water again.' Transfer 
the precipitate to the filter paper, re- 
moving all 8102 ,:froni the^, dish with a 
policeman. Wash the paper and pre- 
.cipitate with hot water until free from 
salt. . To recover the small :amouiit of ' 
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S 1 O 2 remaining ill tlie filtrate, evaporate- 
to dryness, using the same procedure for 
baking and filtering as before. Combine' 
the two precipitates, place in a platinum 
crucible, and. burn off the paper carefully 
to prevent any loss of Si02. - Ignite the 
.sample to., constant .weight at 1100 to 
1200 C.. (15 to 20' mill, is usually sufii- 
cient),. cool in a desiccator, and weigh. 
Moisten the residue with several milli- 
liters of water, add 10 ml. of HF and 3 or 
4 drops of H 2 SO 4 . Evaporate the solu- 
tion to dryness, ignite carefully to pre- 
vent decrepitation, and blast for several 
minutes at 1100 G. Cool the crucible in 
a desiccator, weigh, and repeat blasting 
to constant weight. The loss in w’-eight 
from the original silica residue represents 
the Si 02 content, except for that part of 
the Si 02 'which is later recovered from 
alumina, etc. 

Note .—Another scheme to aid in subsequent 
solution of the fused melt is to rotate the crucible 
as it cools, spreading the mass up the side walls. 

Iron, Aluminum, and Titanium Oxides 

10. Fuse the residue with 1 g. of fused 
K 2 S 2 O 7 or Na 2 S 207 , dissolve in a small 
amount of water, and add to the filtrate 
from the silica determination (Section 
9). Add 5 g. of NH4CI and 3 drops of 
methyl red solution (O.i per cent). 
Heat the solution almost to boiling, and 
add slowly NH 4 OH (1:1) until the indi- 
cator has changed to a yellow color. 
Boil for several nilnutes to remove the 
excess ammonia. Allow to settle for 30 
min. and decant through a No. 41 What- 
man filter paper or equivalent, trans- 
ferring the precipitate to the paper and 
washing the beaker and paper several 
times with a warm NH4CI solution (2 
per cent). Reserve the filtrate, Al, for 
the determination of CaO and MgO 
(Section 14). Return the precipitate to 
the original beaker, add 50 ml. of hot 
water and 10 ml. of HCl (sp. gr. 1.19). 
Stir until the precipitate is dissolved and 


the paper is well .macerated. .Dilute 
to about 200 mL.v/itli.liot water, precipi- 
tate and filter as before. Combine this 
'filtrate B with filtrate A> Wash, the 
paper and precipitate with a , warm 
NHXi solution (2, per cent). Place the 
precipitate in a w^eighed platinum cru- 
cible and ignite. Continue the ignition 
at 1200 C. to constant we.ight: (15. to 20.; 
min. is usually sufficient). Cool in a 
desiccator, and weigh with, the crucible 
covered with the lid. The R2O3 con- 
sists of the AI2O3, Ti02, and Fe 203 pres- 
ent in the sample. In addition there 
may be small amounts of P2O5, Zr02,V20s 
and Cr 203 . 

Iron Oxide 

11. (a) Method A: Fe^Oz Determined 
on R%Oz Sample. — Heat the R 2 O 3 pre- 
cipitate (Note) obtained in the deter- 
mination of iron, aluminum, and tita- 
nium oxides (Section 10) with fused 
K 2 S 2 O 7 or Na2S207 until solution is com- 
plete. Dissolve the fusion in 50 ml. of 
H 2 SO 4 (1«9) and evaporate to fumes. 
Cool, dilute with water, and filter off the 
Si02, washing with hot water. Reserve 
the filtrate for the determination of 
FeoOa and Ti02. Ignite the Si02 in a 
platinum crucible and weigh. Treat the 
precipitate with 5 ml. of HF and 2 or 
3 drops of H 2 SO 4 . Evaporate to dry- 
ness, ignite, and weigh. The loss in 
weight represents extra Si 02 which 
should be added to that determined 
previously and also deducted from the 
weight of the R 2 O 3 precipitate. Evapo- 
rate the filtrate obtained in correcting 
the R 2 O 3 precipitate for Si 02 to about 
75 ml. Cool, and dilute to 100 ml. in a 
volumetric flask. Reserve 25 ml. for 
the determination of Ti02 (Section 12). 
To the remainder, add 25 ml. of HCl 
(1:1) and heat to boiling. '. Reduce .. the 
iron by adding SnCl 2 solution drop by 
drop from a pipette with constant swirl- 
ing of the beaker until the solution is 
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:olorless. Tiien add one drop in excess. 
Cool .quickly in, running: water', then add 
at. one stroke 15 mi. of saturated HgCls 
solution.. .Allow to stand .for 3 min., 
then transfer with washing to a lOOO-ml. 
beaker , containing 300 mi. of cold dis- 
tilled water and 25 ml of MnS'04 so.iu- 
tion.';, ..Titrate with .standard 0.04 N 
KMn04, added very slowly while stir- 
ring constantly, until a permanent p.ink 
.end point is obtained. 

Note.— I nstead of fusing directly in the 
platinum crucible in which the ROs was ignited, 
the precipitate may be brushed into a porcelain 
crucible and then fused with K2S2O7 or Na2S207. 
This avoids loss of platinum by the action of the 
pyrosuifate, and no platinum is present in the 
filtrate to interfere with the iron determination. 

(b) Method B: Fe^O^ Determined on 
a Separate Sample . — Weigh 1.00 g. of 
the finely ground, moisture-free (105 to 
110 C.) sample into a platinum crucible, 
add 10 drops perchloric acid (HCIO4) 
and 20 ml. of HF, and heat almost to 
dryness on a hot plate. Add 5 to 10 ml. 
of HCIO4 and beat until residue has dis- 
solved (Note). Cool, place crucible in a 
400-mL beaker, add 100 mi. of water, and 
heat to boiling. Any residue present, 
other than Si 02 , should be filtered off 
and fused with K 2 S 2 O 7 or Na 2 S 207 in a 
porcelain crucible and added to the main 
solution. 

Note. — Decomposition of raw fine clays 
and some fired refractories can be . effected 
equally as 'well by substituting an equal volume 
of H2SO4 (IM) for the HCIO4. In this case,- 
heat to fumes once, cool, dilute, filter, and fuse 
any residue . remaining undissolved . 

^ (r) Determine iron, using one of the 
approved methods referred to in the 
. note under Section 1. 

.Titanfa . , 

12. Determine Ti02- colorimetrically 
in the 25-mL portion reserved for this 
purpose (Section 11) by oxidizing both 
the sample and the standard TiOz solu- 


tion with several drops .of a' H2O2 solu- 
tion (30 per cent). ' Compare the colors 
either in Nessler tubes or ■ .in , a suitable' 
colorimeter. Use a -112804 solution ;(5 
per cent) for diluting purposes .in match- . 
ing the colors. 

Alumina 

13. Subtract the calculated weight of 
FeaOs (Section 11 {a) or (5)), TiOa (Sec- 
tion 12), and S.i 02 (Section 9) from the 
weight of R 2 O 3 (Section 10)*. The re- 
mainder is the weight of AI 2 O 3 plus small 
amounts -of the oxides which may in- 
clude those previously mentioned in 
Section 10, These are generally con- 
sidered as AI2O3 in reporting the anal 3 ^sis 
of fireclay refractories. 

Lime 

14. Evaporate the combined filtrates 
reserved (Section 10) for the determina- 
tion of CaO and MgO to about 200 ml., 
add 10 to 15 ml of the saturated am- 
monium oxalate solution and 2 to 3 mi. of 
NH 4 OH. Heat for 1 to 2 hr., by which 
time the volume should be about 75 to 
100 ml. Allow the precipitated calcium 
oxalate to settle. Decant through a 
dense filter paper (Whatman No. 40 or 
equivalent), taking care to retain the 
precipitate in the beaker, wash several 
times with warm water by decantation, 
and then wash the paper until free from 
soluble salts. Reserve the filtrate for 
the MgO determination (Section IS). 
Return the paper to the beaker contain- 
ing the precipitate, add lOO ml., of 
H 2 SO 4 solution (5 per cent), warm, a,'nd' 
titrate to a faint pink end point with: 
standard 0.04. N KMn04 solution. A. 
blank should be previously determined 
for the effect of the paper. 

Note.-— F or .greater accuracy a double 
precipitation should be made, in which case, 
after precipitating the calcium oxalate as 
described above, decant the liquid and wash the 
beaker and paper several times with warm water. 
Dissolve the precipitate on the paper with warm 
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4), allowing it to' ran into the beaker 
.containing the major portion, of the calcium 
oxalate. Wash the paper. with hot water. To 
the solution' (about 75, to 100 ml. in volume) 
add seve.ral milliliters of saturated (NH 4 ) 2 C 204 
solution, and N.H4OH in slight excess. Heat for 
2 hr.j filter^ wash, and titrate as described 
above. 

Magnesia 

. 15 . Evaporate the filtrate from the 
CaO determination (Section 14) to about 
150 to 200 ml. and add 2 to 3 g. of di- 
ammonium phosphate ((NH4)2HP04) , stir 
until dissolved, and then add NH4OH 
until alkaline and then 20 mi. in excess. 
Allow the solution to stand overnight. 
Filter and wash withNH40H (5 per cent). 
Dissolve the precipitate on the paper 
with hot HCl (1:4), allowing it to run 
into the beaker containing the precipi- 
tate. Wash the paper with hot water. 
To the solution, which should be not 
more than 100 ml. in volume, add 0.1 to 
0.2 g. of (NH4)2HP04. Make ammo- 
niacal, and then add a slight excess while 
stirring constantly until the precipitate 
is w^ell formed. Then add 10 ml. more 
of NH4OH and allow to stand overnight 
or at least for 4 hr. Filter through a 
No. 40 Whatman paper or equivalent. 
Transfer the precipitate to the paper and 
wash well with NH4OH (S per cent). 
Place the paper in a weighed platinum 
crucible, burn oS the paper at a low 
temperature (below 900 C.), and ignite 
to constant weight at 1050 to 1100 C. 
(IS to 30 min. is sufficient). 

Alkalies^ 

16 . (a) Weigh 1.00 g. of the moisture- 
free (105 to HO C.) sample (ground to an 
impalpable powder) and 3.0 g. of NH 4 CI 
into an agate mortar and mix well. Add 
7 to 8 g. of CaCOs and again mix in- 
timately. Place a f-in. layer of CaCOs 
in the bottom of a platinum crucible, and 
then add the above mixture, tapping the 
crucible occasionally to obtain a dense 

^ This procedure for the detcrminatjon of alkali is 
the |. Lawrence, Smith me'thod.. 


mass. Place a |-in. layer.of. Ca.COs 'on 
the top. Heat the crucible over a low 
flame until ammonia fumes are no longer 
given off, then increase the heat so that 
the bottom half of . the crucible is a duU 
red and maintain this temperature for 
about 1 hr. Cool, fill the crucible three- 
fourths full of water, and heat until the 
contents can be^ taken out and crushed in 
an agate mortar. , Transfer to a plati- 
num or porcelain dish by means of a jet 
of water. Evaporate to a low volume, 
decant through a No. 40 Whatman filter 
paper, or equivalent, and wash the ma- 
terial in the dish several times by de- 
ckntation with warm water. Transfer 
to the paper and wash several times with 
hot water. Acidify with several milli- 
liters of HCl and evaporate to a volume 
of ISO to 200 ml. Add several milliliters 
of NH 4 OH and sufficient (NH4)2C03 to 
precipitate the lime, keeping the dish 
covered with a watch glass. Warm until 
the precipitate settles out. Filter and 
wash with warm water. Evaporate the 
solution to a low volume, then add a 
small lump of (NH4)gC03 to determine 
whether practically all calcium has been 
precipitated. If no precipitate forms, 
evaporate to dryness, otherwise precipi- 
tate and filter as before. Drive off the 
ammonium salts by heating just short 
of a dull red. Dissolve the residue in 
water and add a few milliliters of a satu- 
rated solution of (NH4)2C204 and 1 to 
2 ml. of NH 4 OH to precipitate the last 
trace of calcium. Heat for 30 to 45 
min., filter, and wash with water con- 
taining (NH4)2C204 (0.1 per cent) 
Catch the filtrate in a weighed platinum 
dish. Add several drops, of HCl and 
evaporate to dryness. Ignite gently as 
before and weigh as NaCl and KCl, 

(b) The separation of the potassium 
and sodium must be carried out in an 
atmosphere free from ammonia, fumes,; 
Add to the : solution of the combined 
chlorides in a small porcelain dish, suffi- 
cient cMoropIatinic acid: solution to re^; 
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act with all of the. sodium and potassium. 
The necessary amount; to use is readily 
calculated from the known strength of 
the platinuin solution and the weight of 
mixed chlorides counted as NaCL The 
dilution of the resulting solution should 
be such that when heated on the steam 
bath any precipitate that may have 
formed entirely dissolves. This is to 
prevent inclusion of mother liquor' in a 
mass of crystals suddenly formed. 
Evaporate until the solution is just 
syrupy enough to solidify on cooling. 
Do not evaporate to dryness, as this will 
dehydrate the sodium salt and render it 
less soluble in alcohol. Drench the 
residue with alcohol (80 per cent), filter 
by decantation through a small paper, 
wash by decantation with more of the 
alcohol, crushing the crystals with a 
small pestle or a widened and rounded 
end of a short glass rod. Reserve the 
filtrate and washings if sodium is to 
be determined directly. The residue 
should be golden yellow. An orange-red 
color indicates incomplete removal of 
the sodium salt. It is unnecessary to 
bring the mass of the precipitate upon 
the filter. Dry the dish and paper for a 
few moments to remove adhering alco- 
hol. Dissolve the precipitate on the 
filter with hot water, catching the solu- 
tion in a weighed crucible or small dish 
of platinum. Evaporate to dryness and 
add the salt that is still in the porcelain 
dish. If the salt is at all lumpy, re- 
dissolve it in water and again evaporate 
to dryness. Heat for 1 hr. at 130 C. in 
an air oven (100 C. suffices for very small 
amounts of fine-grained precipitate). It 
is necessary to cover the receptacle at 
first because the precipitate is prone to 
decrepitate. When, dry, cool and weigh 
as K 2 RtCl 6 . Calculate the oxides, as 
follows: 

. , KCl = wt. of KaPtCle X 0.3068. 

K:20 == wt of KaPtCh X 0.1941 ' 

. NaCi ' total chlorides — KGi . 

NaaO ,'« NaGi X 0.5303^^^^^^ 


Silica Refractories . 

Special Solutions . and : Reagents .Re-,. 

quired 

17. (a) Sulfuric Acid (25 per cemi by 

volume), 

(b) Nitric Acid (50 per . if 

volume). 

Moisture . 

18. Weigh 1.00 g. of the sample and 
heat to constant weight at a temperature: 
not under 105 nor over 110 C, . Record' 
the loss in w^eight as moisture. 

Loss on Ignition 

19. Weigh, 1.000 g. of the moisture-free 
(105 to 110 C.) sample and heat to con- 
stant weight over a blast lamp, or in an 
electric muffle furnace, at 900 to 1000 C. 
Record the loss in weight as the ignition 
loss. 

Silica 

20. Transfer 1.0000 g. of the moisture- 
free (105 to 110 C.) sample to a 30-inl, 
tared platinum crucible. Add 10 ml. of 
HNOg (1 : 1) and 5 ml. of HF. ' Cover the 
crucible, place on a hot plate on an asbes- 
tos pad, and heat. Heat gently at first, 
gradually increasing the temperature. 
The final temperature should be regu- 
lated to prevent boiling or spattering. 
Heating in this manner for 1 hr. is suffi- 
cient to decompose the sample. Rinse 
the underside of the crucible lid with a 
few drops of water, allowing it to run 
into the crucible. Evaporate, the cru- 
cible contents to dryness. Cool, addlO 
ml. of .HN.Os (l*.l), and again evapo- 
rate to dryness. Introduce . the,, acid 
slowly by pouring it down the sides of 
the crucible. Evaporate three times 
with the HNOa 'to insure,' complete vola- 
tilization of the .fluorides. . Ignite gently 
at first and then .finally to constant 
weight at about 1200. C. .Cool in a desic- 
cator,, and weigh. . The. loss, in, weight 
',minus the, loss ■ on ignition . (Section 19) 
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represents., all but a possible trace of the 
.SiOs in , the , sample. . 

Note.— -T. be alkalies present will be 'volatil* 
ized also, by this treatment and thus, will be in- 
cluded in .the percentage of SiO-i reported. Be- 
cause of the very low alkali content, of commer- 
cial si.lica.. refractories, the error introduced by the 
use of this procedure is not ordinarily significant 
with respect to the total percentage of silica 
present.,' 

Iron and ''Aluminum Oxides 

'21'. Fuse the residue in the crucible 
from the silica determination (Section 
20) by heating gently with about 2g. 
of potassium pyrosulfate, K2S2O7, or 
sodium pyrosulfate, Na2S207; cool, dis- 
solve in wateij and acidify with 3 to 4 ml. 
of HCL Dilute to 150 to 200 ml., add 
5 g. of NH4CI and 3 drops of methyl red 
(0.1 per cent). Heat to boiling, add 
NH4OH (1:1) slowly, finally drop by 
drop until the solution is just alkaline 
to the indicator. Boil for 1 to 2 min. 
and filter through a 9'Cm. rapid filter 
paper. Do not wash. Reserve the fil- 
trate. Transfer the paper and precipi- 
tate to the beaker in which the precipita- 
tion was made, add 50 ml. of HCl (1:4), 
and digest covered on the hot plate, 
shaking frequently until the precipitate 
is dissolved and the paper well macer- 
ated. Dilute, add methyl red, reprecipi- 
tate with NtHOH (1:1), boil, and filter, 
exactly as before. Add this second fil- 
trate to the first filtrate for the subse- 
quent determinatioii of lime (Section 
25). Swab the beaker and rod, and 
wash the paper and precipitate with 
NH4CI (2 per cent). Dry, then ignite 
the paper and precipitate to constant 
weight in a tared platinum crucible of 
30“inL capacity at 1000 to 1100 C. with 
access to air. Cool in a desiccator, and 
weigh as R2O3 which is mainly the iron 
and aluminum oxides. To recover the 
trace of Si02 which may have remained 
with the R2O3 group, add 2 drops of 
H2SO4 (1:4) and 1 ml. of HF to the 


crucible, and evaporate to:, dryness. 
Cover the crucible and ignite to' constant 
weight at about 1100 C.^ Cool and 
weigh. The loss in weight represents 
additional Si02, which should be, added 
to that determ.ined in Section 20 . • . 

Iron Oxide 

22. Transfer 1.00 g. of the moisture- 
free (105 to 110 C.) sample to a 30-mL 
platinum crucible and moisten with a 
few drops of water. Add 3 ml. of HNO3, 
and about 15 ml. of HF, Evaporate at a 
moderate heat to dryness, taking care 
not to allow any loss by spattering. De- 
compose the nitrates and fluorides by 
ignition at about 1000 C. for 15 min. 
Now add to the residue in the crucible a 
small piece of K2S2O7 or Na2S207, and 
fuse. Dissolve the fusion in 25 ml. of 
HCl (1:1) and heat to boiling. Reduce 
the iron by adding SnCb solution drop 
by drop from a pipette with constant 
swirling of the beaker until the solution 
is colorless, then add 1 drop in excess. 
Cool quickly in running water, then add 
at one stroke IS ml. of saturated HgCk 
solution. Allow to stand for 3 min., 
transfer with -washing to a 1000-mL 
beaker containing 300 ml. of cold dis- 
tilled water and 25 ml. of MnS04 solu- 
tion. Titrate with standard 0.04 N 
KMnOi, added very slowly while stirring 
constantly, until a permanent pink end 
point is obtained. 

Titania 

23. Fuse the ignited R2O3 residue 
after recovery of Si02 (Section 21) with 
a very small piece of K2S2O7 or Na2S207. 
Cool, and dissolve the fusion by the 
addition of about 25 ml. of warm water 
and 1 to. 2 mi. of H2S04' to the crucible. 
It is important at , this point, to keep the 
solution to a small volume. Transfer to 
a 50-ml. volumetric flask, add a, few, 
drops of H2O2J and dilute to the mark. 
Place the 50 ml. of solution in a small 
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Messier, tube. Compare the color of this 
solution with, the color of a known stand- 
ard, solution. .A satis-factory solution is 
one of, such strength that 1 ml. .equals 
O.OOOi g. of Ti02. To make the com-' 
parison use any, standard colorimeter, or 
place an appropriate amount o.f standard 
•solution in a, second Nessler tube and 
dilute with wniter from a burette' u,!itii 
the color is, matched. From the amount 
of water added, calculate the percentage 
of .TiOs in the sample. 

Alumina 

24,. Subtract the calculated weight of 
F€203 (Section 22), the weight of SiOg 
recovered (Section 21), and the calcu- 
lated weight of Ti02 (Section 23) from 
the weight of R2O3 (Section 21). , The 
remainder is the weight of the AI2O3, 
plus small amounts of oxides of any other 
elements that were precipitated. 

Note. — T hese may include P2O6 and Zr 02 , 
but they are present in such small amounts as 
to be disregarded in the complete analysis of 
silica refractories. 

Lime 

25. Acidify the combined filtrate 
from the R2O3 precipitation wdth several 
milliliters of HCl (1:1) (Section 21) and 
evaporate to a volume of about 250 ml. 
Heat to incipient boiling, add 25 ml. of 
a saturated (NH4)2C204j solution and 
NH4OH until slightly alkaline. Stir 
thoroughly and allow the precipitate to 
settle out, keeping the solution warm for 
3 to 4 hr. but not boiling. Filter and 
wash, five times with cold w’ater. Save 
the filtrate. Dissolved the washed oxa- 
late precipitate with 50 ml. of diluted 
.H.CI.(1:1), dilute to about 150 ml, and 
precipitate as befo,re. Wash the beaker, 
precipitate, and paper w^ith cold water 
until ,(NH4).2C2G4 is removed. Avoid 
excessive; washing. Combine the fil- 
trates .for the m.agnesia determination 
(Section 26). To the Leaker used for 
the precipitation, add 150ml. of, a 


H2SO4 ■ solution. „(S per ,;Cenl)^ 'then intro- 
duce the paper containing the precipi- 
tate. Heat to almost boiling,, and titrate 
wdth 0.1 N KM11O4. A bla'nk should 
be previously determined for the effect 
of the paper. 

Magnesia 

26. To the com,bmed., filtrates from 
the lime determination .(Section 25), 
which have been, reduced by evaporation 
to about 300 .ml, add 2' to 3g. of 
(NBU)2HP04. Stir until dissolved and 
then ad,d NH4OH' slowly until alkaline, 
and then 30 m.l.. of NH4OH in excess. 
Allow the solution to stand for at least 
4 hr., and preferably overnight if the 
total amount of solution exceeds 400 ml. 
in volume. Filter, wash with diluted 
NH4OH (5 per cent). Dissolve from 
the paper with hot HCl (1:1) and 
reprecipitate by adding 0.1 g. of 
(NH4)2HP04, diluting, rendering ammo- 
niacal, and letting stand as before. 
After filtering and washing as before, 
char the paper and burn off the carbon 
below 900 C., and then ignite in an 
electric muffle furnace at about 1100 C. 
to constant w^eight. The ignited mate- 
rial consists of magnesium pyrophos- 
phate, Mg2P207. Calculate the weight 
of. MgO by muitipiying the Mg2P207 by- 
0.3621. 

Alkalies 

27. Determine the alkalies by ..the 
procedure described in Section 1,6 (a) 
and (5) for the analysis of fireclay 
refractories, 

FIigh-Alu.mina Refractories 

(Includes Bonded Refractories made from 
Diaspore^ 'Fused Alumina^ and the 
SiUimanUe Minerals^ as well as 
Electrocast) 

Special Solutions Required 

28. (a) Potassium NUraie{l per cent), 
—-Dissolve 1 g, in 100 ml. of water. 
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(&) MolyMah Reag€nL~--Mh 100_g. 
of : pure molybdic ■ anhydride or 1 18 g. 
of molybdic acid (85 per cent) with 
400 ml. of water^ add 80 ml. of NBUOH, 
and , filter when solution is complete. 
Prepare a second solution containing 
400 ml of HNOs and 600 ml. of water. 
Agitate the HNOs solution by means 
of a current of air and add the molybdate 
solution very slowly. Continue agita- 
tion for 1 hr. Add a small crystal of 
(NH4)2HP04, let stand over night, filter, 
and keep in a glass-stoppered bottle. 

(c) Standard Sodium Hydroxide Solu- 
tion— Dissoh/Q. 60 g. of NaOH in 100 ml. 
of distilled water in a 150-mI. test tube 
of resistant glass. Stopper tightly with 
a cork covered with tin foil and let stand 
until the supernatant liquid is clear. 
By means of a pipette take out 5.0 ml. 
of the clear solution and dilute to 1 liter 
with freshly boiled water (Note). 

(d) Standard Nitric Acid Solution , — • 
Dilute 5,0 ml. of HNOs (sp. gr. 1.42) to 
1 liter with freshly boiled water (Note). 

Note.— Adjust the NaOH and HNOs solu- 
tions until they exactly agree, and standardize 
against National Bureau of Standards* standard 
sample No. 78 of known phosphorous content. 

Moisture 

29. Weigh 1.00 g. of the sample and 
heat to constant weight at a temperature 
not under 105 nor over 110 C. Record 
the loss in weight as moisture. 

Loss on Ignition 

30. Weigh 1.000 g. of the moisture- 
free (105 to 110 C.) sample and heat to 
constant weight over a blast lamp, or in 
an electric mufiie ■ furnace, at 900 . to 
1000 C. Record the loss in .weight as 
the ignition loss.' , .. 

Silica 

31. {a) Weigh 1,0000 g. of the mois- 
ture-free (105 to 110 C.) sample into a 
platinum crucible which; is' free from any 


iron stain. Add 0.40 g. of anhydrous 
borax (Na2B407) and 2.00 g. of Na2G03« 
Mix, well and fuse first at a low red heat^ 
gradually increasing to the full tempera- 
ture of a blast burner. Blast for 15 min. 
Dissolve the melt in diluted HCi (i:4) 
in an evaporating dish, add 2 to 3 mi 
of diluted ■ PI2SO4 (Itl) (Note 1), and 
evaporate to dryness. W’^ash down the 
sides of the dish with 25 ml. of methyl 
alcohol (Note 2) saturated with HCI gas. 
Evaporate, add methyl alcohol solution, 
and evaporate again. Bake to dehy- 
drate the Si02. Cool, add 15 mi. of HCI 
and 50 mi. of water, boil 1 to 2 min., and 
filter on a No. 40 Whatman or similar 
filter paper. Wash four to five times 
with hot diluted HCI (1:4), then seven 
to eight times with hot water. Reserve 
the paper containing the Si02 precipitate. 
Transfer the filtrate to the original dish 
and evaporate to dryness and bake. 
Add IS ml. of HCI and 50 ml. of water, 
bring just to a boil, filter on a No. 42 
Whatman or similar filter paper, and 
wash as before. Reserve the filtrate. 

Note 1 . — Diluted H2SO4 is used to prevent 
Ti 02 from hydrolyzing and precipitating with 
the SiOa. 

Note 2. — Methyl alcohol is used to eliminate 
traces of boron. 

(5) Place the two filter papers con- 
taining the Si02 precipitate in a platinum 
crucible, ignite carefully until the paper 
is burned off, then heat at 1100 to 
1200 C. for 10 to 15 min. Cool, weigh, 
and repeat heating at 1100 to 1200 C. 
until constant weight is obtained. 
Moisten the ignited precipitate with 
water,, add HF slowly until the crucible 
is half-full, then add 5 drops of H 2 SO 4 
and evaporate to fumes. Cool, add 2 to 
3 ml. of HF and 2 drops of H2SO4, and 
evaporate to dryness. ■ : Heat the crucible 
to bright redness and blast at 1100 to 
1200 C. for 5 min. Cool, weigh,, and 
repeat blasting until constant weight is- 
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obtained* ' , The loss in weight represents 
the SiOa content except for the small 
amount which is later recovered from 
the alumina precipitate. 

Separation of AisOs and F2O5 from 
Fe203j Ti02s CaOj and MgO 

32. Fuse the residue from the HF 
evaporation (Section 31 (b)) with a 
little ^28207 or Na2S207, dissolve the'- 
melt in diluted HCl (1: 4) and add to the 
filtrate from the Si02 precipitate which 
was reserved. Reduce the volume to 
about 75 ml. and nearly neutralize wnth 
NaOH (10 per cent). Slowly and while- 
swirling constantly pour into a 250-mL 
volumetric flask containing 100 ml. of 
NaOH (10 per cent) to which has been 
added 1 g. each of Na2C03 and Na202 
(Notes 1 and 2). Warm on a water bath 
for 1 hr. and cool to room temperature. 
Dilute with water to the mark, mix well, 
and let stand a few minutes. Filter off 
the precipitate on a filter paper wdiich 
has been previously washed wnth NaOH 
(10 per cent) and dried, catching the 
filtrate in a dry beaker. Do not wash 
the precipitate. From the filtrate take 
a lOO-ml. aliquot for the determination 
of AI2O3 (Section 36) and another 100- 
ml. aliquot for the determination of 
P2O5 (Section 35). 

Note 1. — The Na 2 C 03 is used to precipitate 
calcium and magnesium along with iron and 
titanium. 

Note 2. — The Na202 is used to oxidize any 
chromium present so that it may later be sepa- 
rated from the AhOs. 

Iron Oxide 

33. Dissolve the precipitate on the 
filter- paper and that adhering to the flask 
with hot diluted HCi (1 :4). Adjust the 
volume to about 100 ml., add 5 g. of 
NH4Ci, and 'heat , to boiling. Add 
NH4OH while stirring slowly until there 
is a slight excess. Again heat to boiling, 
filter hot, and wash five times with hot 
NH4C1(2 per cent). Place the paper 


containing the precipitate in the original 
beaker, add IS ml of HCl,. stir, to mace- 
rate the paper, dilute.with.hot- water to 
100-ml, volume, , and ' precipitate with 
NH4OH. Filter, and wash as before. 
Combine the two filtrates and reserve 
for the determination of CaO and MgC. 
Dissolve the ' precipitate in hot diluted 
HCl (1:4), and' cool Pour into a 100- 
ml. volumetric flask, dflute with water, 
to the mark, and- mix. Draw off exactly 

5.0 ml, of the solution and reserve for the 
determination of' Ti02 (Section .34), 
Pour the remam.ing solution .into , a 250"- 
ml. beaker and evaporate to dryness. 
Add 25 ml of HCi (1:1), and. heat to 
boiling. From this point proceed in 
accordance with the procedure described 
in Section 22 for the determination of 
FeaOa in the analysis of silica refractories. 

Titania 

34. Add to the 5.0-ml. portion pre- 
viously reserved (Section 33) 10 ml. of 
H2SO4 (1:1) and evaporate to fumes. 
Dilute, with 10 to 20 ml of water, and 
cool. Pour into a lOO-ml. volumetric 
flask, add a few drops of H2O2: (30 per 
cent), dilute to the mark, and mix. ..To 
a 100-mL volumetric flask, add exactly 

20.0 ml. of the standard Ti02 solution 
and 10 ml of H2SO4 (1:1). Add a few 
drops'of H2O2 (30 per cent), dilute to the 
mark, and mix. Compare the, colors 
either in Nessler tubes or in a suitable 
colorimeter. 

Phosphorous Oxide 

35. Acidify .with HNO3 the 100-ml. 
aliquot previously reserved, (Section 32), 
Dilute to -.200-.mL .volume and .pre- 
cipitate the AI2O3 and P,205 by ad-ding 
a slight excess' of NH4OH solution. 
Filter, wash a few times with hot water, 
and dissolve the precipitate in 100 ml. of 
diluted HNO3 ,(1:9). Transfer to a 
300-ml. Erienmeyer flask, heat to boiling 
.and -add a saturated solution of KM11O4 
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■antil.'. a pink color, persists. Decolorize 
.with a few drops, of sulfurous acid,, add 
IS ml. of HNO3, cool, adjust the volume 
to .about. .125 ml,, and add 20 ml. of 
NH4OH and 40 mi, of molybdate re- 
agent.' Shake for 10 miii.j let stand for 
30 to 40 min., and filte.r. Wash, the 
flaskj paper,, and precipitate .at least 
ten times with KNO3 solution (1, per 
cent). Return the paper and precipi- 
tate to the flask. Add an excess of 
standard NaOH solution and 25 ml. of 
water (both free from CO2). Shake 
until the precipitate is dissolved and 
dilute to a lOO-ml volume. Add 2 to 3 
drops of phenolphthaleiii (0.2 per cent), 
then titrate with standard HNO3 to the 
disappearance of the pink color. Sub- 
tract from the original NaOH added the 
volume equivalent to the HNO3 required 
to discharge the color. The difference 
gives the milliliters of NaOH equivalent 
to the P2OS present. Calculate the per- 
centage of P2O5. 

Alumina 

36. (a) Dilute the lOO-ml aliquot, 
previously reserved (Section 32), to a 
250-mL volume, make acid with HCl 
(1:1), and add 5 g. of NH4CL Heat to 
boiling, add NPI4GH very slowty, while 
stirring constantly, until there is a slight 
excess as shown by methyl red. Boil 1 
to 2 min., Alter hot, and wash five to six 
times with hot NH4CI (2 per cent). 
Place the paper containing the precipi- 
tate in the original beaker, add 15 ml. 
of HCl, and, with the aid of a glass 
stirring rod, macerate the paper. Add 
boiling water to make up to a volume 
of about 250 ml. Repeat the precipita- 
tion with NH4OH and filter as before. 
Wash thoroughly with hot NH4CI (2 per 
cent), using at least 250 ml. of wash 
solution, 

{h) Place the paper containing the 
precipitate in a platinum crucible which 
has been previously weighed with its 


cover. Carefully burn' off the paper, 
blast at not less than 1200 C. for lO min., 
cool, and weigh.' Repeat blasting and 
tveighing until constant weight is ob- 
tained. The increase in weight is the 
AI2O3 and P2O5 plus a little S 1 O 2 which 
has escaped precipitation. To obtain 
the percentage of AI2O3, subtract the 
P2O5 (Section 35) and Si02 (Section 
36 (c)). 

(c) To determine the Si02, fuse the 
precipitate with about 5 g. of K2S2O7 
.or Na2S207. Dissolve the melt in warm 
w-ater, add about 30 ml. of diluted H2SO4 
(1:1) solution. Evaporate to copious 
fumes of H2SO4 and cool. Take up with 
water, filter, wash, ignite in a platinum 
crucible, and weigh. Treat the residue 
with 5 ml. of liF and 2 to 3 drops of 
H2SO4, evaporate to dryness, ignite, and 
weigh. The loss in weight is Si02. Add 
to the original silica determination. 

Lime 

37. Determine CaO in the filtrate 
from the Fe203 precipitate according to 
the method described for the determina- 
tion of lime under analysis of fireclay 
refractories (Section 14). 

Magnesia 

38. Determine MgO by the method 
described for the determination of mag- 
nesia under analysis of fireclay refrac- 
tories (Section 15). 

Alkalies 

. 39. Proceed as in the determination 
of alkalies under the analysis of fireclay 
refractories (Section 16) but with the fol- 
lowing precautions: 

(a) Fuse the. sample / at 1200 C. ■.. to., 
obtain complete . decomposition of . the 
material. 

(&) Cool the top of ' the crucible to 
prevent any loss of alkalies by v’-olatiliza- 
tion. Cooling can be accomplished more 
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easily if -a .plat mum crucible of the J, 
Lawrence Smithy long type is used. 

Magnesite Refractories ' 

Special Solutloiis Required 

40., The following solutions will be 
required: 

{a) Hydrochloric Acid {26 per cent 
hywhme), 

(b) Fotassmm Permanganate (A p- 
0.5 A) .—Dissolve 16 g. of 
KMn04 in 1000 ml, of w^ater. 

{c) Ammonhm Chloride - Hydro- 
chloric Acid Solution, — Dissolve 50 g. 
of NH4CI in w^ater, add/ 50 ml. of HCl 
(sp, gr. 1.18), and dilute to 1000 ml. 

Preparation of Samples for Analysis 

41. A 10-lb. sample carefully obtained 
after the manner of one of the approved 
methods of sampling shall be crushed to 
pass a No. 8 (2380-micron) sieve, ^ mixed 
thoroughly, and reduced by quartering 
to about 0.5 lb. This shall be crushed 
to pass a No. 20 (840-micron) sieve, ^ 
mixed, and quartered to about 50 g. 
This 50-g. sample shall then be ground 
in an agate mortar so that it will ail pass 
a No. 100 (149-micron) sieve, ^ mixed 
thoroughly, and placed in an airtight 
container until analyzed, since finely 
ground, dead-burned magnesite gradu- 
ally absorbs and fixes moisture and car- 
bon dioxide. 

Moisture 

42. Weigh 1.00 g. of the sample and 
heat to constant weight at a temperature 
not under 105 'nor over 110 C. Record 
the. loss in. .weight as moisture. 

Loss onTgnition 

43. Weigh I.000,: g. ^ of the moisture- 
free (105 to HO C.) sample and heat to 
constant weight over a blast lamp, or in 
an electric muffle furnace, at 900 to 


■Refeacto.ries ,{C' is - 45) 

1000' C.,. Reco.rd the. Moss in ^weight as 

the ignition loss. 

Silica 

.44. Transfer l.OOOOg. of the moisture- 
free (105 to 110 C.) sample to, a 210-ml. 
casserole. ■ Moisten the solids with a few 
mhliliters of water, slowly add.' 20 ml. of 
HCl, and., cover the ca.sserole. While' 
covered, digest on the hot plate until 
.no' further' d.isso!utioii . occurs', and all 
gritty particles have disapp'eared, brea.k-: 
ing up any solid cake from time to ti.me 
.with a stirring rod. Uncover, add 8 ml.; 
of perchloric acid, HCi04 (60 to 70 per 
cent), and evaporate tO' heavy irhite' 
fumes of HCIO4. Cover and boil so 
that the acid refluxes for 10 to 15 min. 
Remove from the hot plate, cool, wet 
with a few milliliters of water and 5 ml. 
of HCl, warm for a few minutes on the 
hot plate, add 50 ml of hot waiter, heat 
to approximately boiling, and filter 
through a 9-cm, rapid filter. Wash the 
paper and precipitate ten times with a 
hot HCl solution (2.5 per cent), then 
three times with hot water. Return the 
filtrate to the casserole in which the first 
evaporation was made, add 2 ml. of 
HCIO4, and evaporate to fiim.es on the 
hot plate, boiling as before. Cool, take 
up in acid and water, filter, and wash 
as before. Reserve the filtrate. Place 
both papers and precipitates in a plati- 
num crucible. Dry, then burn off the 
papers and ignite to constant weight 
in the muffle or over a moderate Mast.. 
Cool in, a desiccator and deterniine the 
.combined weight of the crucible plus im- 
pure Si02. Add two drops of diluted' 
H2SO4 (1:1), and 1 ml. of HF to the 
.impure Si02 in the crucible. Digest for. 
5 to 10 min., covered, on the hot plate, 
then remove the cover and evaporate to' 
dryness. Fume off the H2SO4 over a 
moderate heat, and ignite or blast for a, 
few minutes. Cool in a desiccator, and 
weigh again. Subtract the weight of the 
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crucible and residue from the weight, -of 
the crucible and impure Si02; the 
difference is ' the corrected SiO.s.' Fuse 
the residue in the crucible by heating 
gently with a small piece of K2S2O7 or 
NaaS^O? about the size of a pea, cool, 
dissolve in water, and add to the reserved 
filtrate from, the silica,, determination. 

Iron and Alummuitt Oxides/ 

45. Add to the filtrate from the silica 
determination (Section 44), which should 
be, in a 400-ml. beaker, 5 g. of NH4CL 
Dilute' from; 150 to 200 mi, add three . 
drops of methyl red (0.1 per cent), heat, 
to boiling. Add; NH4GH (1 :1) slowly,- 
finally drop: by drop until the solution is 
just alkaline to the indicator. Boil for 
1 .or 2 min. and, filter through a 9-cm. 
rapid ^filter. Do not wash. Reserve 
the. filtrate. . Transfer, the paper and 
precipitate to the beaker in which the 

, precipitation was made, /add 50 ml, of 
HCl (1:4), and digest covered on the 
hot plate, shaking frequently until the 
precipitate ■ iS; dissolved and the paper 
well macerated. ' Dilute, add methyl 
.red,, repredpitate with NH4OH (1 .:.!),, 
boil, and filter, exactly as before.^ Add 
this .second filtrate to , ..the first fi.ltrate 
for the subsequent determination of lime 
(Section , 48 {a)). Swab the beaker and 
rod, and, wash the paper and .precipitate 
with NH4CI solution (2 per cent). Dry,/ 
then' ignite the .paper and precipitate in a 
tared platinum ^ crucible , at 1000 to 
1100 C. for 1 hr. with access of air.' Cool 
,in a desiccator,, and weigh, as R2O3 which 
is, mainly,. the Fe203 and AI2O3. .' 

Iron Oxides , 

46. Weigh , 2.00 g. of the moisture-free, 
(105 to 110 G.) sample into a 150-mL 
beaker, and cover.,:, Dissolve by slowly 
adding HCl, keeping the beaker on -.the 
hot plate. Finally," add about 5 ml. of 
HCl in excess. Heat to gentle boiling 
until the siliceous residue undissolved ap- 


pears iron-free. Filter, and fuse the 
residue wdth a very little K2S2O7 or 
Na2S207 in a porcelain or vitreous silica 
crucible to avoid introducing platinum. 
Dissolve the fused material and add to 
the filtrate. Add a few drops of a strong 
solution of KM,ii 04 (about 0,5 N) to oxi- 
dize any organic matter that may be 
present. ■ Boil, When the excess ' of 
'KMn04 is decomposed and chlorine 
fumes have disappeared, reduce the iron 
by adding SnCb solution drop by drop 
from a pipette while swirling the beaker 
constantly until the solution is colorless, 
then add 1 drop in excess. Cool quickly 
in running water, then, add at one stroke 
15 ml, of saturated MgCh solution. 
Allows to stand for 3 min., transfer with, 
washing to a 600-mi. beaker containing 
300 ml , of cold, distilled water and 25 ml. 
,of M,nS04 solution. . Titrate with stand- 
ard 0.1 N KMn04 solution, added very 
slowly while stirring constantly until a 
permanent pink end , point is obtained. 

Alumina 

47. Subtract: the calculated weight of 
iron oxide (Section 46) from the weight 
of R2O3 (Section 45). The remainder 
is the weight of the AI2O3 plus small 
amounts of oxides of any other elements 
that were precipitated (Note). 

'Note.— -T hese may include P2O6, TiOs and 
small amounts of :Si02,, but, they are present 
in such small amounts as to be disregarded in 
the complete analysis of magnesite refractories. 

Lime . 

■■48. (a) Method A: When MgO isiohe 
Determined Directly.— Kcidliy with, sev- 
eral milliliters of HCl (50 per cent) the 
combined filtrate from the R2O3 precipi- 
tation (Section 45) and evaporate to a 
volume of about 250 ml. .Heat to in- 
cipient boiling, add, 25 ml, of a saturated 
(1^4)2C2G4 solution (about 4 per: cent) 
and' NH4OH until slightly alkaline. 
Stir thoroughly and 'allow the precipitate 


Chemical ,Mai.ysis^ oi REraACxoEiEs (C !8 '-4 


34J 


to. settle out/ keeping the solution warm . 
for 3.,to 4 hr. but not boiling. ' Filter and 
wash five times, with cold water. Save 
the filtrate. Dissolve the^ w^ashed oxa- 
late precipitate with 50 ml. of diluted ' 
HCi (1 dilute to 250 ml. and precipi- 
tate as before. Wash the beaker, pre- 
cipitate, and paper with, cold water until 
(NH 4 ) 2 C 204 .iS: removed. Avoid exces- 
sive washing. Combine the filtrates for 
the determination .of MgO (Section 49). 
To the. beaker .used for the precipitation, 
add ISO ml. of H 2 SO 4 (5 per cent), then 
introduce the . paper containing the 
precipitate. Heat to almost boiling and 
titrate with 0.1 iV KlMn 04 . A blank 
should be previously determined for the 
effect of the paper. 

A small part of the CaO occasionally 
escapes the oxalate precipitation and 
comes down subsequently with the MgO. 
To the CaO precipitated by the oxalate 
should accordingly be added that found 
in the MgO. 

( 6 ) Method B: When MgO is to be 
Determined by Diference ^ — Weigh 2.50 g. 
of the moisture-free (105 to HOC.) 
sample into a 250-mL beaker, add 10 
ml. of water, cover, slowly add HCI until 
no further dissolution occurs, stirring 
frequently and avoiding excessive boil- 
ing. Then add about 5 ml. of HCI in 
excess. Evaporate on a hot plate until 
very thick and syrupy. At this stage 
crusts will be forming on the surface and 
a drop of material placed on the wall of 
the beaker will .immediately solidify. 
Remove the beaker from the hot plate 
a.nd allow to partially cool. Add 5. ml. of 
H 2 SO 4 (10 per cent). Cover with a 
watch glass, heat on a hot plate until 
all soluble matter is dissolved. Cool 
slightly, .but . not until solids separate. 

.. Add. 50 ml of alcohol, stir thoroughly, 
and heat just ..to .boiling, on a hot plate. 

s In this specific procedure very much less lime escapes 
precipitation and thus the magnesia “by difference’^ is 
not subject to this plus error. The procedure further has 
the advantage that an individuai lime determination may 
be made without separating the other usual constituents. 


Filter with suction through a Gooch era-, 
cibla prepared with, a , moderately thin 
asbestos mat. If the Si 02 'is less ' than 
3.5 per cent, filter through paper. Rinse 
the beaker twdee with alcohol, pouring 
the washings through the' crucible. 
Drain under suction. Remove the cruci- 
ble, scrape out the mat with a glass rod 
into the beaker in wh.ich the precipitation 
of sulfate, was made, wash the crucible 
clean with a hot NH 4 CI - HCI solution, 
using about 35 ml. If the SiOs is high 
(over 6 per cent) it is advisable to filter 
it off at this point before precipitating 
the lime. Dilute to about 150 ml. with 
hot water,, make alkaline with NH 4 OH, 
heat to boiling, and precipitate the cal- 
cium by slowly adding 15 ml. of a satu- 
rated solution of (NH 4 ) 2 G 204 . Digest 
on the hot plate just below boiling for 
30 min. Filter on a 9-cm. paper, wash 
with cold water until free from oxalate, 
testing final washing with a drop of 
KMnOd after acidification. Transfer 
the paper and precipitate to the original 
beaker, dissolve with 150 ml of H 2 SO 4 
(5 per cent), and titrate as in Method A 
(Paragraph {a)). Correct for a blank 
on the filter paper. 

Magnesia 

49. (a) Acidify with several milli- 
liters of HCI (50 per cent) the combined 
filtrates reserved during the determina- 
tion of CaO (Section 48 (a)). Dilute to 
500 ml in a calibrated flask and take a 
50 ml (tV) aliquot portion. Since a 1-g. 
sample was originally used, this will yield 
aliquot portions containing between 
0.08 to 0.09 g. of MgO. Dilute to 
250 ml and add 2 to 3 g. of diammonium 
phosphate ((NH 4 ) 2 HP 04 ), stir' until dis- 
solved. ; Add NH 4 OH slowly until alka- 
line and then 30 ml of NH 4 OH in excess. 
Allow the solution to stand for at least 
4 hr., preferably o,vem.ight if the total 
'amount of solution exceeds 400 ml. in 
.volume. Filter, ' wash , with cBliited 
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NH4OH (5 per ceiit). ; Dissolve from, 
the .paper with hot HCl- (111) and 
reprecipitate , ^ by adding 0.1 g. -of 
' {NH4)2HP04, diluting j rendering ammo- 
niacai, and letting stand as before. 
After filtering and washing as before, 
char the paper and burn off the carbon 
below 900 C., then ignite to constant 
weight in an electric muffle furnace at 
about 1100 C.' The ignited material 
consists of magnesium pyrophosphate, 
Mg2P207, as well as some of the CaO and 
MnO. Correction may be made for 
these as follows: ' 

(&) Dissolve the ignited pyrophos- 
phate in a little diluted H2SO4 and add 
enough absolute alcohol to make up 90 
to 95 per cent of the final volume. Any 
calcium present will settle out as CaS04. 
Filter, wash with alcohol, and dissolve 
the precipitate in hot diluted HCL 
Precipitate with oxalate and titrate with 
permanganate. Add this CaO to that 
previously found. Calculate the CaO 
to tricalcium phosphate, Ca3(P04)2, by 
multiplying by the factor 1.845 and de- 
duct this amount from the weight of the 
Mg2P207. The correction to the first 
calcium precipitate is ten times the 
weight of the CaO precipitated as sulfate. 

(r) The manganese which contami- 
nates the Mg2P207 is determined in the 
alcoholic filtrate from the CaS04. 
Evaporate this filtrate until strong 
fumes are evolved and all organic matter 
destroyed. Cool, dissolve the residue 
in 25 ml. of HNO3 (30 per cent) and 
determine the manganese by the bis- 
muthate method, as described in Section 
50, omitting the Na2C03 fusion. Cal- 
culate any manganese found to Mn2P207 
by multiplying by the factor 2.585 and 
deduct this w^eight from the Mg2P207- 

Manganese as MnO 

50. Mix intimately 1.0 to 5.0 g. of the 
moisture-free (105 to HOC.) sample 
(depending upon the amount of manga- 
nese expected) with 0.5 to 2.5 g. of an- 


hydrous Na2C03 and ignite in a platinum 
crucible for 15 , min. at about 1000 C. 
Dissolve the sintered melt in 50 ml. of 
HNO3 (30 per cent), and if there is any 
evidence ■ of brown 'hydrated Mn02 add 
sulfurous acid drop by, drop. Boil the 
solution, filter if necessary, cool to room 
temperature or lower, and add 2 to 3 g. 
of sodium bismuthate. Agitate the solu- 
tion for 1 min. and filter through as- 
bestos (Note). Wash with HNOs- (3 
per cent) until the residue is free from 
permanganic acid, as determined by the 
absence of the pink color in the wash- 
ings. Titrate, at once, the permanganic 
acid formed, with standard sodium 
arsenite (1ml. - 0.0002 g. of Mn). 
The end point is the disappearance of 
the pink color. The factor for convert- 
ing Mn to MnO is 1.291. 

Note. — A good grade of asbestos, acid 
washed, and specially prepared for Gooch 
crucibles, should be used. 

CiiROME Ore and Chrome 
Refractories 

(Including Chrome-Magnesite Refractories) 

Note 1. — This method is not intended to 
cover electrically fused aluminous refractories 
containing chrome ore. 

Note 2 . — No procedure is given for loss on ig- 
nition, since the exact ignition conditions to yield 
precision results for chrome ore and chrome 
refractories have not yet been established. 

Reagents 

51. (a) Ammonium Hydroxide {25 per 
cent by volume). 

(b) Ammonium Hydroxide {10 per 
cent by volume). 

{c) Ammonium Ey dr oxide {25 per 
cent by volume) . 

{d) Hydrochloric Acid {5 per cent- by 
volume), 

{e) Hydrochloric Acid {10 per cent by 

volume). 

(/) Phosphoric Acid , HzPOi {sp. gr. 

L71)^ 

{g) Ammonium Chloride Solution {1 
per re';^/).—Dissolve 1 g. of NH4CI in 
lOO' ml'of w'ater. 
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(/i) Ammonium ■ PersttlfateSohdion , — 
Dissolve 2S g. of ,(NH 4 ) 2 S 20 s,in 80 ml. 
of water. , 

{i) Standard Ferrous Ammonium SuF 
ate Solution {02 iV).— Dissolve 78.4 g. 
of Fe(NH 4 ) 2 (S 0 , 4 ) 2 * 6 H 20 in t liter of 
water (Note).., Standardize aga,mst 0.2 N 
KMn 04 v, .This ■ standardizat-ion must . 
be ' .made each day the solution is' used, 
as it .gradually weakens due to oxidation. 

Note. — C.P. ferrous amra.oiiium sulfate 
crystals may be used instead of' the standard 
solution. 

(j) Standard Poiassimn Permanganate 
( 0.2 A).— Dissolve 6.5 g. of KMn '04 in 
1 ' liter of water. Standardize against 
the National Bureau of Standards^ 
standard sample 40c of sodium oxalate. 

(k) Potassium Permanganate Solution 
(2.5 per .—Dissolve 2.5 g. of KMn 04 
in 100 ml. of water. 

(J) Siher Nitrate Solution {02 per 
cent). — Dissolve 0.5 g. of AgNOs in 
100 ml. of water. 

(m) Sodium Chloride Solution {10 per 
Dissolve 10 g. of NaCl in 100 ml. 
of water. 

{n) Ortho- PhenanthroUne Indicator 

{Ferroin). 

Preparation of Samples for Analysis 

52. The 50-g. 'sample referred to in 
Section 3 shall be. ground so that it 
y^ill .all pass a No. 200 (74-micron) 
sieve,^ . 

Moisture 

53. Weigh 1.00 g. of the sample and 
heat to constant weight at a tempera- 
ture not .under 105 nor over 110 C. 
Record the loss, in. weight as moisture. 

Chromium Oxide , 

, 54. (a) Transfer 0.5000 g. of the mois- 
ture-free (105 ' to 110 C.) sample to a 
30-mL pure iron crucible (Note 1 ). ..Mix 
with about 8 g. of dry' Na 202 ,; cover 


with an iron lid, .and .heat over aw^’e.ry 'low. 
flame (Note .2). , After the .,. charge is 
melted, increase the, temperature slowly 
to a med.iuiii red (650 to 750 C..), and 
continue heating for. 3 to 5. min. Do 
not continue heating longer than this, 
because attack of the flux is quite rapid 
at red heat or above. After re.moving 
the crucible from' the heat, rotate to, 
spread the contents over' the .crucible 
'wails, and cool. Place crucible and lid 
in a covered 600-ml. beaker, and add 
250 ml. of cold water. After reaction 
has stopped and the melt is completely 
dissolvecl, remove the crucible and lid, 
and wash them thoroughly (Note 3). 

Note- 1, .—Ordinary iron crucibles, which 
may contain signi'ficant amounts of' chrom.mm, 
should be avoided. Crucibles made of ingot 
iron are satisfactory. 

Note 2, — If about 0.2 g, of very .finely pul- 
verized sugar charcoal is mixed with the NaaOa, 
only about 5 g. of the peroxide is required. Not 
more than 0.2 g. of sugar charcoal is recom- 
mended in order to avoid the possibility of explo- 
sion. After heating for about 30 sec., ignition 
of the sugar charcoal takes place, and the crucible 
will suddenly become a dull red on the outside. 
The total time required to complete the fusion 
is about 2 min. By thus shortening the time 
for fusion and contact with the flux, the life of 
the crucible is extended. 

Note 3. — If sugar charcoal is used, it is 
advisable to add 1 to 2 g. of Na 202 at this point. 

(5) Boil for 10 min., or digest at 80 
to 90 C. for 30 to 40 min., stirring 
occasionally to decompose the, excess 
Na202. Cool, and add 60 ml. of HsSOt 
( 1 : 1 ) and 5 ml. of HNO 3 . Boil until 
the iron scale from the crucible is dis-, 
solved. .Add 20 to, 25 ml. ..O'f AgNOa, 
(0.5. per cent), 1 to 2 drops .of KM.n04 
(2,5 per cent), and 10 to 15 ml., of 
(NH4)2S208 solution. Boil for 5,/ min. 
Add 20 ml of NaCi (10 per cent) and 
boil for 5 to iO min. after the per- 
manganate or MnOg has completely 
disappeared. Cool to room tempera- 
ture, and add 3 ml. of H3PO4. 

,■■'(£;) , Now add a measured excess of 
ferrous ammonium sulfate, either as c.p. 
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crystals or as, a standard solution. If 
the, , crystals are used,, add exactly 5 g. 
and stir, .until completely dissolved. If 
a solution- is used, add from a burette 
the standard 0.2 N solution with 5 ml. 
in excess. The chromium ' will thus be 
reduced to the trivalent state and will 
change the color of the solution from 
amber to a bright green. Add two drops 
of ortho-phenanthroline (Ferroin) as an 
indicator. (The solution wUl become 
turbid' and pink in color.) Titrate the 
ferrous ammonium sulfate, in excess of 
that required to reduce the chromium, 
with 0.2 N KMn04. The end point is 
reached when one drop of the standard 
KMn04 solution causes the turbidity 
to disappear and the solution to become 
clear green in color. Designate the first 
titration in either case as Tj. If ferrous 
ammonium sulfate crystals were used 
for reduction, titrate 5 g. of the crystals 
dissolved in H2SO4 (5 per cent) with 
the 0.2 iV KMn04 solution. Designate 
the second titration as r2. If the 
standard ferrous ammonium sulfate so- 
lution was used, Tg is the milliliters of 
0.2 N KMnOi equivalent to the total 
volume of 0.2 N ferrous ammonium 
sulfate originally added, including the 
5 ml, excess. In either ease, Tz — Ti 
then equals the milliliters of 0.2 N 
KMn04 equivalent to the weight of 
ferrous ammonium sulfate required to 
reduce the chromium in the sample. 
Calculate the percentage of chromium 
oxide, as follows: 

Cr203,. per cent, 

(T 2 - TO X N oi KMn 04 X 0,02534 
,_™__ _ ,X.luu 

where: . 

0.02534' =.Cr203 equivalent of the 

W ”, weight of the sample in 
grams. 

Titania and Ferrous Oxide 
55. (a) Transfer 0.5000 g. of the mois- 


ture-free (105 to HO C.) sample to, a 30- 
mi. nickel crucible. Mix with 2 to 3 g, 
(Note) of dry Na202, cover with' lid, 
and fuse as described in Section 54. 

Note. — The use of only 2 to 3 g. of Na202 
reduces the amount of .nickel dissolved which , 
might interfere with the subsequent coiorime'tric 
determination of TlOs. The ' small amount of 
nickel actually dissolved is entirely removed by 
the double NH4OH precipitation. , 

(b) Take up the fusion in about 
250 ml. of cold water. After reaction 
has stopped and' the soluble constituents 
of the melt have completely dissolved, 
remove the crucible and cover and wash 
thoroughly. Boil for 5 min. Filter 
the iron and titanium oxides, and wash 
10 times with hot water. Dissolve the 
precipitate from the paper with diluted 
HCl (1:1), and precipitate with NH4OH 
in excess. Filter, and wash thoroughly 
with hot water. Again dissolve with 
HCl (1:1) and reprecipitate with excess 
NH4OH, filter, and wash. Finally, dis- 
solve the precipitate with hot diluted 
H2SO4 (10 per cent), cool, add several 
drops of H2O2, and dilute to 250 ml. 

Titania 

Note. — This determination is optional, since 
it is made only infrequently. 

56. Take a lOO-ml. aliquot portion 
from the 250-ml. acid solution (Section 
55) and determine the Ti02 colorimetri- 
cally by placing the solution in a lOO-ml. 
Nessler tube (Note) and comparing 
it with the color of an appropriate 
amount of the standard TiOg solution 
in another Nessler tube. Both, the 
solution of the sample and the reference 
standard solution shall be cooled ' to 
room temperature before making the 
comparison. Dilute the reference stand- 
ard with a measured amount of water 
from a burette until the color is matched. 
From the amount of water added, calcu- 
late the percentage of TiOa in the sample. 

Note.— -If preferred, any standard colorim- 
eter may be used Instead of the Ncs^^^ tubes. 
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Ferrous, Oxide 

57. (a) Use the remaining 150~in!. por-, 
tion. of the acid solution (Section 55), 
but boil off, the H2O2; or, if TiOa is not 
to be determined, use the entire 250-ml. 
of solution (without adding ,H20,2). 

' NoTE.—It is equally satisfactory to add the 
lOO-mi. aliquot portion used for the Ti02 deter- 
mination in Section 56 to the remaining 150 ml. 
in order to obtain the advantage in accuracy 
of using the entire 0.5-g. original sample. 

(6) Evaporate to 100 ml. or less, add 
25 mi. of diluted HCl (1 : 1), and heat to 
boiling. Reduce the iron by adding 
SnCh solution drop by drop from ' a 
pipette, while swirling the beaker con- 
stantly, until the solution is colorless. 
Then add one drop in excess. Cool 
quickly in running water, then add at 
one stroke 15 ml. of saturated HgCl2 
solution. Allow to stand for 3 min,; 
then transfer with washing to a 600-mL 
or lOOO-ml. beaker containing 300 mi. 
of cold distilled water and 25 ml. of 
the MnS04 solution. Titrate with 
standard 0.04 N KMn04 solution, added 
very slowly while stirring constantly, 
until a permanent pink end point is 
obtained. A blank should also be 
determined. Calculate the iron to FeO. 

Silica 

58. Fuse 0.5000 g. of the dried (105 
to 110 C.) sample in approximately 
10 g. of fused K2S2O7 or Na2S207 in a vi- 
treous silica or porcelain crucible (Note). 
The usual precautions of a pyrosulfate 
fusion should be observed; that is, the 
flame should be turned very low at the 
start so that the pyrosulfate just melts, 
then the flame increased so that the 
pyrosulfate remains in a liquid condition, 
and finally the temperature' gradually, 
raised' until the crucible reaches a dull 
red heat. The object of the slow heating 
is ’ to retain the H2SO4,, which is tlie- 
effective : part of the flux. Excessive ^ 


fuming is to be avoided because it may 
result in ^‘crawling” of the melt up , the 
sides of the crucible, producing . the' d.iffi- 
cultiy soluble anhydrous 012(804)3. The 
most refractory materials should be 
thoroughly fused in 1 to If hr. Remove 
the crucible from the burner, and allow 
to cool in the air. The ,p3n‘osulfate 
melt will shrink from the crucible, and 
the main mass may be removed easily 
in one cake. Dissolve the cake and the 
small portion retained on the crucible 
wails in 200 ml, of hot diluted HCl (1 : 1), 
boiling until the solution acquires a 
clear, bright green color. Evaporate to 
dryness, and bake at not over 120 C. 
until free from fumes of HCl, which 
will require about 1 hr. Moisten with 
hot diluted HCl (l.’l), then add about 
25 ml. more acid, warm until all salts 
are in solution, and filter off the SiOg. 
Evaporate the filtrate to drymess, bake, 
and filter again. Wash the Si02 thor- 
oughly with diluted HCl (5 per cent). 
Ignite in a platinum crucible to con- 
stant weight in an electric muffle 
furnace or over a moderate blast, and 
weigh. Add two drops of diluted H2SO4 
(1:1) and about 10 ml of HF to the 
crucible. Evaporate, ignite, and weigh 
as before. The difference represents the 
amount of SiOa present in the sample. 
Fuse the residue left in the crucible with 
a small amount of pyrosulfate and add to 
the filtrate from the Si02. 

Note. — Decomposition by means of per- 
chloric acid is permissible where it has been 
found that the particular chrome ore or burned 
refractory is amenable to such treatment. 
High-alumina ores and hard burned refractories 
are generally difficult to get completely into 
solution with perchloric acid.® 

Alumina • 

59. (a) Method A: RA)z 'Precipitated 
imth NH 4 OH . — Combine the filtrates 


• For a description of a procedure using perchloric 
acid, see T. R, Cunningham, and T. R.. McNeil,^ .‘‘Analysis 
of Chrome Ores,” Industrial and Engr. Chemistry^ Anal. 
Ed.,Vol, 1, p. 70 (1929). 
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'from .the silica deteraimation (Section 
58) and. dilute . to exactly , 500- ml. 

. ■in a : graduated , flask, . Take a dOO- 
ml, aliquot portion and add ■ 15 'g. of 
NH4CI and 3 drops of methyl red solu- 
tion, (0.1 per cent). .Heat the solution 
almost to boiling, and add slowly NH4OH 
■ (1:1.) until the ..indicator has changed 
to a yellow color. Boil for 1 or 2 min. 
to remove excess ammonia, and allow 
the precipitate to settle. Filter through 
an ll-cm. rapid filter paper.' Do not 
wash. Reserve the filtrate A for the 
determination of CaG and .MgO (Sec- 
tion 60), Transfer the paper and pre- 
cipitate to the beaker in which the pre- 
cipitation was made, add 50 ml. of HCi 
(20 per cent), and digest covered on the 
hot plate, shaking frequently until the 
precipitate is dissolved and the paper 
well macerated. Dilute, add methyl 
red, reprecipitate with NH4OH (1:1), 
boil, and filter, exactly as before. Add 
this second filtrate B to the first filtrate 
for the subsequent determination of 
CaO and MgO (Section 60). Swab 
the beaker and rod, and wash the paper 
and precipitate with hot NH4Ci (2 
per cent). Place the paper and pre- 
cipitate in a tared platinum crucible and 
dry. Carefully burn off the paper, 
and then blast at 1200 C. to constant 
weight (30 min. is generally sufficient). 
Cool in a desiccator, and weigh with the 
crucible covered by the lid. The ig- 
nited precipitate consists of ' '■Fe203, 
AI2O3, Cr203, and Ti02. To obtain the 
percentage of AI2O3, subtract from the 
weight, of,, ignited precipitate the '.FeO 
(Section 57) calculated to F€20a, plus 
the 'Ti02 (Section 56) and , the’'Cr203 
(Section. 54). 

(5) Method B {Optional): R^Oz Pre- 
cipitated with Urea,' — Dilute the entire 
combined filtrates from the silica 
determination (Section 58) to about 
400 ml., preferably in a 600-mL 
beaker. Add 15 g. of NH4CI, then add 


NH4OH slowly until a slight permanent 
cloudiness appears. Clear the solution 
by adding diluted HCL (1:1) drop by 
drop and then 2 to 3 drops; in excess. 
Now add 6 g. of urea (Note). Bring 
to a boil and continue boiling gently 
on the back of a hot plate for , 2,' , hr. 
after the first opalescence appears. The 
decomposition of the urea ; causes ; a 
gradual, increase in the pH of the solu- 
tion, which is uniform throughout, and 
precipitates the R2O3 group as the dense 
basic sulfates. The final pH .value of; 
the solution is about the same as when 
using NH4OH and the proper' indicator. 
Remove from the hot plate, and allow 
the precipitate to settle, keeping the 
solution warm. Filter through two 
dense filter papers folded together, and 
transfer the bulk of the precipitate to 
the papers. The basic sulfate precipi- 
tate occupies only about one third 
of the volume of the equivalent hy- 
droxide and is, accordingly, easily trans- 
ferred and washed. For transferring 
the precipitate, use NH4CI solution 
(1 per cent) made just alkaline to 
methyl red indicator with NH4OH. 
The small amount of precipitate adher- 
ing to the sides of the beaker may be 
removed by thorough scrubbing with a 
rubber policeman, ' or better, by dis- 
solving with diluted HCI (5 per cent) 
directed against the side of the beaker 
from, a wash bottle. Heat gently, add 
one drop of methyl red indicator, and 
then diluted NH4OH (10 per cent) 
until just alkaline. Transfer the small 
amount of precipitated hydroxide to the 
filter paper holding the basic sulfate 
precipitate, using the ;NH4C1 solution 
(1 per cent) referred to above. Scrub 
the beaker, and then wash the combined 
precipitates 10 times with the above 
solution. Reserve the filtrate for the 
determination of CaO and MgO (Sec- 
tion 60), and complete the procedure as 
described in Paragraph (ii). 
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, NoTE.—Ttie,. precipitate obtained' with urea 
is fine grained and much smaller in volume than-, 
the gelatinous hydroxides obtained with N ILOIi. 
This permits rapid filtering and more thorough 
wasMng.^’® 

Lime 

60., (a) Make.' the combined filtrates 
4,, and. B from Section 59 {a), or the 
.filtrate from Section 59 ih)\ slightly acid 
with HCl, .^evapora'te to a ' volume' of 
approximately 150 ml., and cool. Add 
20 ml. of diammonium phosphate 
((NH4)2HP04) solution (10 per cent), 
and slowly introduce NH4OH drop by 
drop, while stirring vigorously, until 
the solution is ammoniacal and a 
crystalline precipitate appears. Add 
15 ml. of NH4OH, stir thoroughly, and 
allow to stand overnight at room tem- 
perature. Filter the solution on a 
9-cm, filter paper, and wash the precipi- 
tate three or four times by decantation 
with cold NH4OH (2.5 per cent). Pour 
25 ml. of HCl (1:1) through the filter 
paper, collecting the filtrate in the 
original beaker containing the bulk of 
the precipitate. Wash the paper thor- 
oughly with HCl (5 per cent). Dilute 
the solution to a volume of 150 ml. 
with cold water, add 3 mi. of 
(NH4)2HP04 (10 per cent), and repeat the 
precipitation. Allow to stand several 
hours. When cool, filter, wash 10 to 12 
times with cold NPI4OH (2.5 per cent), 
and ignite in a tared platinu'm crucible, 
first at a dull red heat until the carbon 
has been .removed, and finally to con-, 
stant weight at about 1100 C. (20 to 30 
min. is generally sufficient). The pyro- 
phosphates thus obtained contain all 
the calcium, magnesium, and any man- 
ganese present.. 

; (5) ; .Dissolve „ the. ignited pyrophos- 
phates in 10 ml. of .H2SO4, (1:1), and 

. “ For a description of 'an. investigation of this pro- 
cedure, .see Hobart H. .Willard, ^ and Ning. 'Kang- Tang, 
"Quantitative Determination of Aluminum by Precipita- 
tion with Urea/V Industrial and Engf, Chemistry, Anal. 
Ed., VoL 9, pp. 3S7 to 363 (1937) 


evaporate to fumes of SOg« ' Cool, and. 
add 5 ml. of water, and enough absolute 
ethyl., or metliyi alco.hol to constitute 90... 
to 95 - per cent of the total volume of 
liquids present. Stir vigorously for 
several minutes. Allow the' CaS04 pre- 
cipitate to settle for 2 or 3 hr., or over- 
night if preferred, filter on a 9-cm. 
paper, and wash free of H3PO4 with 
ethyl alcohol (80 per cent). Dissolve 
the precipitate from the paper with HCl 
(10 per cent), and wash with about 25 ml. 
of the acid. Dilute to about 150 ml. 
with ' hot water, make alkaline with 
NH4OH, heat to boiling, and precipitate 
the calcium by slowly adding 10 to 15 
ml. of a saturated solution of ammonium 
oxalate. Digest on the hot plate just 
below boiling for 30 min. Filter on a 
9-cm. paper, and wash with cold water 
until free from oxalate. Transfer the 
paper and precipitate to the original 
beaker, and dissolve with 150 ml. of 
H2SO4 (5 per cent). Heat almost to 
boiling, and titrate with 0.04 N KMnOi. 

Manganese as MnO 

61. {a) Evaporate the alcoholic fil- 
trate from the CaS04 (Section 60) until 
strong fumes of SO3 are evolved and all 
organic matter is destroyed. After the 
solution has cooled, dissolve the residue 
in 25 ml. of HNO3 (30 per cent). The 
oxidation of the manganese from this 
point may be effected by either of the 
following two methods: 

Persulfate Method.— kdA 75 ml. of 
water, 6 ml. of AgNOs solution (0.5 
per cent), and 10 ml. of (NH4)2S208 
solution. Boil for 1 min. and cool to 
room temperature. 

Bismuthak Method,— li, ihtrt is any 
evidence of brown hydrated, '■ MnOs' 
after solution in the HNOs, add H2SO3 
drop by drop. Boil the solution, fiilter 
if necessary, cool to room temperature 
or lower, and add 2 to 3 g. of sodium 
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bismutliate. ' Agita..te tlie solution- for 1’ 
min., and fflter through asbestos (Note). 
Wash with HNOg (3 per ; cent) until 
the residue is free from permanganic 
add, as determined by the absence of 
the pink color in the washings. 

Note. — A good grade of asbestos, acid 
washed and specially prepared for Gooch 
crucibles. ,, should be used. ' 

(&) Titrate at once with standard 
sodium arsenite (1 ml. is equivalent to 
0.0002 g. of Mn), the permanganic acid 
formed from either the persulfate or the 
bismuthate method (Paragraph (a)). 
The end point is the disappearance of 


the pink color. The factor for con- 
verting Mn 'to MiiO is 1.291. 

Magnesia - 

62. Calculate the €aO obtained in 
Section 60 to Ca3(P04)2 by multiplying 
by the factor 1.845, and the Mn(3 
determined in Section 61 to MmPsO? 
by multiplying by the factor 2.001 , 
Deduct the sum of these two pliospliates 
from the weight of the combined phos- 
phates of calcium, manganese, and mag- 
nesium in Section 60. The difference 
is the weight of Mg 2 P 207 . The factor 
for converting Mg 2 P 207 to MgO is 
0.362. 



Standard Dejinitions of 
TERMS RELATING TO REFRACTORIES* 



A.S.T.M. Designation: C 71 - 46 
Adopted, 1928; Revised, 1931, 1935, 1936, 1942, 1945, 1946.* 

This Standard of the American Society for Testing Materials is4ssued under 
the fixed designation C 71 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Materials 


Bond Fire Clay . — See Plastic or Bond Fire 
Clay. 

Diaspore Clay. — A rock consisting essen- 
tially of diaspore bonded by fire clay. 

Fire Clay. — A sedimentary clay^ of low flux 
content. 

Note.'"- It is usually associated with coal 
measures. 

Flint Fire Clay. — A hard or flint-like fire 
clay occurring as an unstratified massive 
rock, practically devoid of natural plas- 
ticity and showing a conchoidal fracture. 

Grog Fireclay Mortar. — Raw fire clay 
mixed with calcined fire clay, or with 
broken fireclay brick, or both, all ground 
to suitable fineness. 

Ground Fire Clay.— Fire clay or a mixture of 
fire clays that have been subjected to 
no treatment other than grinding or 
weathering, or both. 

Nodular Fire Clay.— A rock containing 


1 Under the standardization jjrocedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Prior to adoption as standard, these definitions were 
published as tentative from 1927 to 1928, being revised in 
1928. 

* The definition for the term “fire clay'^ is based upon 
the following definition for the term “clay:” 

Cfay.— An earthy or stonsj mineral aggregate consist- 
ing essentially of hydrous silicates of alurnina, plastic 
when sufficiently pulverized and wetted, rigid when dry, 
and vitreous when fired at a sufficiently high temperature. 


aluminous or ferruginous nodules, or 
both, bonded by fire clay. 

Note. — I n some districts such clays are 
called “hurley” or “hurley flint” clay. 

Plastic or Bond Fire Clay. — A fire clay of 
sufficient natural plasticity to bond non- 
plastic materials. 

Silica Fire Clay. — A refractory mortar con- 
sisting of a finely ground mixture of 
quartzite, silica brick, and fixe clay of 
various proportions. 

Note. — S ometimes called silica cement by 
the trade. 

Properties 

Abrasion of Refractories. — Wearing away 
of refractory surfaces by the scouring 
action of moving solids. 

Burning (Firing) of Refractories. — -The 
final heat treatment to which refractory 
brick and shapes are subjected in the 
process of manufacture for the puipose 
of developing bond and other necessary 
physical and chemical properties. 

Calcining of Refractory Materials.— The 
heat treatment to wiiich raw refractory 
materials are subjected, preparatory to 
further processing or use, for the purpose 
of eliminating volatile chemically com- 
bined constituents and producing volume 
changes. 


A “tentative revision'' of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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Corrosion of .Refractories.— Destruction- of 
. refractory, surface.s by the chemical 
action o.f externai agencies. ■ ■ 

Erosion of Refractories. — Wearing away 
of refractory surfaces by - the washing 
: action of moving liquids. 

Pyrometric Cone Equivalent (P.C.E.),— The 
number of that Standard Pyrometric Cone 
whose tip would touch the supporting 
plaque simultaneousl)-" with a cone of the 
refractory material being investigated 
when tested in accordance with the Stand- 
ard Method of TestTor Pyrometric Cone. 
Equivalent (P.C.E.) of Refractory Mate- 
rials (A.S.T.M. Designation: C24) of the 
American Society for Testing Materials. 

Note.^ — T he terms ‘^fusion point,” “soft- 
ening point,” “deformation point,” and 
“melting point” have heretofore been loosely 
used for “pyrometric cone equivalent.” 

Slagging of Refractories. — Destructive 
chemical reaction between refractories 
and external agencies at high tempera- 
tures, resulting in the formation of a 
liquid. 

Spalling of Refractories. — ^The breaking or 
crushing of a refractory unit due to ther- 


mal, mechanical, or structural causes, 
presenting newly exposed surfaces of the 

residual mass. 

Note.-— T he causes of spalling may be 
classified under three main headings, as fol- 
lows: 

Thermal: 

(a) Factors Related to Semce.— Rapidity 
and range of thermal fluctuation; contamina- 
tion by slags and fluxes; tightness of joints; 
previous vitrification. 

(b) Factors Related to Refractories.-— BtgxtQ 
and uniformity of reversible thermal ex- 
pansion; heat transfer; elasticity; plastic flow. 
Mechanical: 

{a) Factors Related to Service . — Rapid heat- 
ing of wet brick; abuse in removing clinker 
and slag; unequal and excessive stresses; 
pinching; no provision for expansion; thin 
joints. 

(b) Factors Related to Refractories,— Mt- 
chanical strength; toughness; accuracy of 
shape. 

Structural: 

(a) Factors Related to Service, — Slags and 
fluxes; character of the material in joints; in- 
sulation of refractories. 

(b) Factors Related to Refractories,— 
cation; shrinkage; nature of bond; structure; 
degree of burning. 



Standard Symbols for 
HEAT TRANSMISSION' 



A.S.T.M. Designation: C 108 - 46 

Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 108; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Special Practices Relating to Heat Flow Terms 


Terms Ending in ‘Ivity.*’ — Terms ending 
in designate characteristics of ma- 

terials, normally independent of size or 
shape, sometimes called ‘^specific properties.’^ 

Examples: Conductivity and Resistivity. 

Terms Ending in ‘‘ance.” — Terms end- 
ing in “ance’’ designate properties of a par- 
ticular object, depending not only on the 
material, but also upon size and shape, 
sometimes called ‘^total quantities.” 

Examples: Conductance and Transmittance. 

Terms Ending in “ion.’’ — Terms ending 


in “ion” designate time rate of the process 
of transfer; flux, flow rate. 

Examples: Conduction and Transmission, 

Transmission. — “Transmission,” “trans- 
missivity,” “transmittance” usually refer 
to transfer by one or more of the processes 
of conduction, convection, and radiation. 

Conduction. — “Conduction,” ^‘conduc- 
tivity,” “conductance” usually refer to 
transfer within a medium, and without 
bodily displacement as occurs with convec- 
tion, and without transfer at a distance as 
occurs with radiation. 


Heat Flow Symbols 


i4 Area 

p Density; pounds, kilograms, etc., per unit 
of , volume 

■L Length of path of heat flow 
Q Total quantity of heat transferred (with 
subscripts for particular cases and to 
distinguish from Q for volume rate) 


1 Under the standardization procedure of the Society, 
these symbols are under the jurisdiction of the A.S.T.M, 
Commil tee C-8 on Refractories, 

These symbols for heat transmission are identical with 
those appear inp; in the American Standard Letter Symbols 
for Heat and Thermodynamics Including Heat Flow (ASA 
No.; Z10.4-194,'>) of the American Standards Association. 

‘ Ihior to their present adoption as standard, these 
symbols were i)ubiished as tentative from 1934 to 1939, 
They wen* adoidecj in 1939 and published as standard from 
1939 to TU I, being revised in 1941, In 1944 they were 
withdrawn, revised, and republished as tentative from 
1944 to 1946. 


Q Volume rate; discharge by volume; fluid 
rate of flow by volume (There also 
is used q with a subscript to distin- 
guish from heat flow rate) 
c Specific heat 

T Temperature* on absolute scale 
t Temperature, degrees Centigrade 
or Fahrenheit 
r Time 

W Weight; quantity of matter measured 
in pounds, kilograms, etc. 
w Flow rate; pounds, kilograms, etc., per 
unit of time 

q Heat flow rate; time rate of heat trans- 
ferred for a particular setup with any 
value of area A 
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q is in general the time derivative of total 
quantity of heat transferred. Forsteady- 
State heat flow, ^ is total quantity of heat 
divided by time. 

k Thermal conductivity; heat flow rate, 
per unit of area, per ^Megree per unit 
of length’’ 


dt 


dA “ 

value at each point 

I _ iM 


k general expression giving 


At/L 


for substantially uniform and 


steady- state heat flow through a homogen- 
eous medium of thickness L, with plane 
parallel faces of area A , and a constant 
temperature difference At applied to the 
faces 


1 Thermal resistivity; reciprocal of con- 
I ductivity 

R Thermal resistance; degrees, per unit 
of heat flow rate, for a particular body 
or setup (where the area may not 
be known) 


At 


for substantially uniform and 


R ■ 


steady-state heat flow, generally 


^ ^ kA substantially uniform and 

steady-state heat flow through a homo- 
geneous medium of thickness L with 
plane parallel faces of area A 


JL Thermal conductance; reciprocal of 
R thermal resistance (C is also used) 


1 Thermal conductance per unit of area; 
7 ^ heat flow, rate, per unit of area, per 
degree 


RA Thermal resistance .of unit area; 
degrees, per “unit of heat flow rate 
per unit of area.” R is used for 
resistance for a setup with a partic- 
ular area (which may not be known) 
and ;}IA for resistance of unit 
area. In some British texts R is 
used for thermal resistance of unit 
■■ .'..■area, .here 'called. ' 

h Surface coefficient of heat transfer ; heat 


flow rate, per unit of area, per degree, 
across a boundary surface . .. 


— h At general 
dA 


expression .giving. 


value at each point 

hnt = I"" fn^ substantially uniform and 

Atjti 

Steady -State heat flow, where hm and Atin 
are , constant ove.r the area A or where 
one (but not both) of them varies but 
may substantially be represented by a 
mean value, h is an average property of 
a particular boundary condition or film and 
is not necessarily inversely proportional to 
film thickness. AUn is the mean absolute 
diflerence between the temperature of 
the surface and /, the bulk temperature of 
the ambient fluid, or the temperature of 
the surface of an adjacent solid. 


U Over-all coefficient of heat transfer ; 
sometimes called thermal transmit- 
tance per unit of area; heat flow rate, 
per unit of area, per degree, for a 
particular setup of one or more bodies 
and films. Then, for substantially 
uniform and steady-state heat flow, 


Q ! A 

U == Some particular area in the set- 
up, A, may be chosen as a reference. 
Then for a setup of homogeneous bodies, 
area Ax, and adjacent films, area A/x, 
where the corresponding values of h and 
k are substantially constant over the areas 
considered 


U 2/ kA,/A + S MjJA 
For parallel walls, 


1 £ , -STV 1 

U 2j jLj h 

S Shape factor of a structure; heat flow 
rate, divided by equivalent thermal 
conductivity and by the temperature 
difference between inner and outer 
surfaces 
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Total emissivity; ratio of radiant flux 
from a source to that for a blackbody 
of the same size and shape, at the 
same temperature, according to the 
S tefaii -Boltzmann law which is, 

Radiant flux; radiant energy per unit 
of time, for any area A 

Thermal diffusivity; thermal conduc- 


tivity divided by heat capacity per 
unit volume 

h 

a = 

cp 

G Flow rate in pounds per unit of time, 
per unit of area of cross-section; called 
weight velocity, or mass velocity 

'G=Fp , . 

A Difference between values, often taken 
as positive when it is that difference 
causing flow 



Standard Methods of 
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A.S.T«M. Designation: C 146- 43 
Adopted, 1943.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation C 146; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ' 

1. These methods for the chemical 

analysis of glass sand cover procedures 
for use in referee analysis. While pri- 
marily adapted for the analysis of glass 
sand containing not less than 98 per 
cent silica, these methods are not in- 
tended to preclude the use of any other 
method that yields results within per- 
missible variations. In any case, the 
analyst should check the procedure and 
technique that is employed by means of 
a National Bureau of Standards’ stand- 
ard sample having a composition 
comparable with that of the material 
under test. A list of these standard 
samples is given in the Bureau’s Supple- 
ment to ^ 

Special .Solutions Required 

2, (a) Purity of Reagents, — AU rea- 
gents must be free from such amounts 
of impurities as would endanger the 


1 Under the standardwation procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C”14 on Glass and Glass Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1939 to 1943. 

* Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.TAI. Designation: Eil), seep, 1237. 


test in question. For referee analysis, 
reagents conforming to the specifications 
of the Committee on Analytical Rea- 
gents of the American Chemical Society 
are recommended. 

(&) Correction for Impurities in Rea- 
gents. — Blank determinations on all rea- 
gents employed must be carried through 
each step of the procedure and the final 
result corrected as may be indicated. 

(c) Concentration of Acids. — Through- 
out these methods the use of concen- 
trated acids is intended, unless otherwise 
specified. For example, hydrochloric 
acid, or HCi, refers to the concentrated 
acid (sp. gr. 1.19) as furnished by the 
manufacturer. Diluted acids will be 
designated as in the following example: 
“diluted HCI (2:98)” will mean two 
volumes of the concentrated acid of 
sp. gr. 1.19, diluted with 98 volumes of 
distilled water. 

(d) Water. — The term “water” as 
used in these methods refers only to 
distilled water. 

Preparation of Sample 

3. (a) The sample received for chem- 
ical analysis shall be passed through an 
840-microji (No. 20) ' sieve.^ Any por- 
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tion of the sample that is retained on 
the sieve shall be crushed, without 
contamination, until it will pass through 
the sieve. The screened sample shaE 
be thoroughly mixed and,, if necessary, 
reduced in size by quartering. Not 
less than 1 lb. of the , prepared sample 
shall be retained for use in the chemical 
,analysis. 

(b) If the well-mixed screened sample 
appears to be nonuniform, the sample 
for analysis shall be taken by spreading 
the well-mixed sample on a clean surface, 
flattening to a depth of approximately 
0.5 in., and removing small portions at 
ten or more representative positions. 

Loss on Ignition 

4. Transfer 1.0000 g. of the sample, 
dried at 105 to 110 C., to a clean 25-ml. 
platinum crucible weighed with cover. 
Cautiously heat the crucible with con- 
tents, at first partially covered, and 
then at approximately 1000 C. covered. 
Cool in a desiccator, and weigh. Re- 
peat the heating until constant weight 
is obtained. The loss in weight multi- 
plied by 100 represents the percentage 
loss on ignition. 

Silicon Dioxide 

5. Transfer 0.5000 to 1.0000 g. of the 
sample, dried at 105 to HOC., to a 
clean 25-mL platinum crucible, add 
about four times as much anhydrous 
NaaCOs as the weight of the sample 
taken, and mix thoroughly by stirring 
with a platinum rod or wire. Cover 
the crueible and fuse. When cool, 
transfer the crucible and melt to a large 
platinum dish, add water, cover, and 
digest. As soon as the melt has become 
detached, remove and thoroughly wash 
the crucible and cover. Acidhy the 
water extract with diluted HC1.(1:2), 
avoiding loss by effervescence. Evap- 
orate to dryness on a steam or water 
bath. Cool, add 10 ml. of HCl, digest 
for 5 to 10 min., and dflute with 200 ml. 


of hot water. ■ Digest until soluble salts 
are dissolved. Immediately filter 
through a S. & S. No. 589 black ribboii| 
or equivalent, paper; wash the Si 02 and 
paper with small portions of hot diluted 
HCl (1:19) and finally with' hot water. 
Transfer the paper and precipitate to a 
platinum crucible, weighed with cover, 
and reserve. Evaporate the filtrate to 
dryness, cover, and heat the dish and 
contents at 115 to 120 C. for 1 hr. Cool, 
dissolve the residue in HCl and water, 
filter, and wash as before to recover the 
SiOs that escaped the first dehydration. 
Reserve the filtrate if a further recovery 
of SiOa is contemplated. Transfer the 
paper and precipitate to the platinum 
crucible, moisten with a few drops of 
diluted H 2 SO 4 (1:4), and ignite cau- 
tiously until the paper is charred. 
PartiaUy cover the crucible, slowly 
increase the heat until the carbon has 
been burned, and then cover the crucible 
and ignite at approximately 1200 C. for 
30 min. In all of the heating, great 
care must be taken to avoid loss of the 
powdery Si02 through drafts. Cool 
over a good desiccant and weigh. Re- 
peat the ignition until constant weight 
is obtained. Moisten the contents of the 
crucible with 5 ml. of water, add 2 
drops of diluted H 2 SO 4 (1:1) and add 
(cautiously) IS ml. of HF, evaporate 
to dryness, fume off the excess of H 2 SO 4 , 
and ignite at about 1CK30 C. Cool and 
weigh. If a 0.5-g. sample was taken, 
the percentage of Si 02 is obtained by 
multiplying by 200 the difference be- 
tween the original weight of the covered 
crucible and its contents and the final 
weight.^ 


4 Any SiOa escaping the double dehydration may be 
recovered by adding approximately 0.05 g. of ferric iron 
as chloride or sulfate to the reserved filtrate, precipitating 
with NH4OH, filtering, washing to remove sodium salts, 
drying, igniting at about 1100 C., cooling, and weighing 
in the customary manner. The residue thus obtained is 
treated with 5 ml. of HF and 10 drops of diluted H 2 SO 4 
0: 1), evaporated to dryness, ignited at about 1100 C., and 
weighed. The SiOz recovered, as indicated by the loss 
in weight, is added to that previously found. The re- 
covery may amount to as much as 1 mg., which represents 
0.1 and 0.2 per cent of SiOs, respectively, for 1 and 0.S-g. 
samples. 
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Ferric Oxide 

■Note.— The following procedure is satis- 
factory for determining iron up to a total of 
10' mg. of FesOs. : For larger quantities the size 
of the sample should be so reduced that the 10 
mg. is not exceeded. This may be accomplished 
by using a smaller sample of the sand, or pref- 
erably by taking an appropriate aliquot portion 
of the solution obtained after decomposition 
of the 10-g. sample. 

6. (a) Special Solutions Required: Po- 
tassium Dichromate {0-005 N)- — Recrys- 
tallize, three times, the purest grade of 
K 2 Cr 207 obtainable. Dry the crystals 
at 150 C., grind to a fine powder, and 
dry at 200 C. until constant weight is 
attained. Dissolve 2.4516 g. of the 
recrystallized salt in water and dilute 
to exactly 10 liters. One milliliter of 
exactly 0.005 N K2Cr207 represents 
0.000399 g. of FeaOs. 

Stannous Chloride Dissolve 

150 g. of SnCl2.2H20 in 100 ml. of HCl 
and dilute to 1000 ml. with water. 

{b) Procedure - — Transfer 10 g. of the 
dried sand to a 150 to 200-mL platinum 
dish. Moisten the sample with water, 
and add 5 ml. of diluted H2SO4 (1:1).® 
Add cautiously 100 ml. of HF, mix 
thoroughly by stirring with a platinum 
rod or spatula, and evaporate to 25 ml. 
on a steam or sand bath. Add 50 ml. 
of HF and evaporate to fumes of H2SO4. 
To the gently fuming solution add 
cautiously, drop by drop, a few drops of 
HNO3 to destroy organic matter. Cool, 
rinse the walls of the dish with water, 
and again heat to strong fumes of H2SO4 
in order to expel all HNO3. Cool the 
dish and contents, add 100 ml. of water, 
heat to boiling, filter, and wash the 
residue and paper with hot water. 
Reserve the filtrate. Ignite the paper 
and insoluble matter, fuse with a small 


® The quantity of HaS04 specified here will be suflBcient 
for sands containing as much as 0.5 per cent total bases 
(oxides of Fe, Al,Ti, Zr, Ca, Mg, Na, K, etc.). For larger 
amounts of tne bases, proportionately larger quantities of 
H2SO4, up to 20 mi. for 10 per cent AkOa, must be used. 


amount of Na2C03, and dissolve the 
melt in diluted H2SO4 ( 1 : 5 ). Filter, 
wash the residue and paper, and com- 
bine the filtrate with that previ- 
ously reserved. Again ignite the paper 
and insoluble matter. Fuse with a 
minimum quantity of potassium pyro- 
sulfate (K 2 S 2 O 7 ), dissolve the melt in 
diluted H 2 SO 4 (1:5) and combine with 
the reserved filtrates. Dilute or con- 
centrate the combined filtrates so that 
the volume is approximately 200 ml, 
thoroughly saturate with H 2 S, and 
digest, preferably overnight. Filter into 
a 500-mL Erlenmeyer flask and wash the 
precipitate and paper with diluted 
H 2 SO 4 (1:99) saturated with H 2 S. 
Boil the filtrate to expel H 2 S and reduce 
the volume to 100 ml. Oxidize any 
reducing substances that may be present 
by adding 0.1 iV KMn 04 until a perma- 
nent pink coloration is produced. Add 
100 ml. of HCl, heat to boiling, and 
reduce the iron with the minimum 
amount of a solution of SnCl 2 . Titrate 
electrometrically with standard 0.005 N 
K 2 Cr 207 , using a Roberts electrometric 
titration apparatus® or equivalent to 
determine the potential. The volume 
of standard K 2 Cr 207 necessary to effect 
oxidation of the ferrous iron is the 
volume required in passing from the 
first point of inflection as shown by the 
potentiometer reading, which indicates 
the oxidation of residual SnCla and 
initial oxidation of the ferrous iron, to 
the second point of inflection, which 
indicates the complete transformation 
of the iron to the ferric condition. The 
points of inflection are best determined 
by means of a graph in which the 
volumes of K2Cr207 used are plotted 
against the resulting electromotive force. 

* J. C. Hostetter and H. S. Roberts, “Electrometric 
Titrations, with Special Reference to the Determination 
of Ferrous and Ferric Iron,” Journal^ Am. Chemical Soc., 
Vol. 41, p. 1337 (1920) ; ‘’Electrometric Determination of 
liQiif* J oitrnal. Am. Ceramic Soc., Vol. 10, April, 1927 
(p. 100 of the jBwI/efjM) , 
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Solution for Determination of AI 2 O 3 , 

Ti02y 2r02j CaOj and MgO (P 2 O 5 , 

¥205) 

7. Transfer 25.00 g. of the sand, dried 
at 105 to HOC., to a 250 to 300-niL 
platinum dish. Thoroughly moisten the 
sample with 20 ml. of diluted H2SO4 
(1:1) and add slowly, while stirring 
constantly with a platinum rod or 
spatula, 200 ml. of HF. Evaporate 
to fumes of H 2 SO 4 and add a few drops 
of HNO3 to the hot solution to destroy 
organic matter. Repeat the hydro- 
fluoric acid treatment, using SO ml. of 
HF. Cool the dish and contents, rinse 
the walls of the dish with water, and 
repeat the evaporation to fumes of 
H 2 SO 4 . When cool, add 150 ml. of 
water and heat until soluble salts have 
dissolved. Filter, wash the residue and 
paper with hot water, and reserve the 
filtrate. Ignite the insoluble residue, 
fuse with a small amount of Na 2 C 03 , 
and dissolve the melt in diluted H 2 SO 4 
(1:5). Filter, wash the residue and 
paper, and combine the filtrate with that 
previously reserved. Ignite the filter 
and insoluble residue. Fuse with a 
minimum quantity of potassium pyro- 
sulfate (K 2 S 2 O 7 ), dissolve the melt in 
diluted II 2 SO 4 (H5), and combine with 
the reserved filtrates. Dilute to 250 
ml. and saturate the solution with H 2 S. 
Digest, preferably overnight, filter, wash 
with diluted H2SO4 (1:99) saturated 
with H 2 S, and discard the sulfide 
precipitate. Boil the filtrate to expel 
H 2 S, oxidize with bromine water, boil 
off the excess of bromine, and precipi- 
tate with NH4OH, using methyl red 
as the indicator. Filter, and wash the 
paper and precipitate thoroughly with a 
hot neutral, solution of NH 4 NO 3 (2 
per: cent). Acidify, and reserve the 
filtrate for the determination of calcium 
and magnesium (see Sections 12 to 14). 
Transfer the paper and precipitate to a 
400-ml. beaker and add 20 ml of HNO 3 


and 10 ml. of H2SO4. Cover,,: heat 
cautiously until the solution begins to 
blacken, and then add HNO3 drop by 
drop, allowing each drop to flow down 
the beaker wall, until ail carbonaceous 
matter has been destroyed. Heat to 
strong fumes of H2SO4, cool, rinse the 
cover glass and beaker walls, and again 
heat to fumes of H2SO4. Cool, add 
150 ml. of water, and heat to dissolve 
any anhydrous sulfates. Cool the solu- 
tion, transfer to a 200-ml. volumetric 
flask, and dilute to the mark. Mix 
thoroughly, and divide the solution 
into two 100-mL aliquot portions. 

Determination of AI 2 O 3 , Fe 203 > Ti02, 

and ZrOs (P2O5, V2O5) 

8 . Dilute one of the 100-mL aliquot 
portions (Section 7) to 250 ml., heat to 
boiling, and precipitate with NH 4 OH, 
using methyl red as the indicator. Fil- 
ter, and wash paper and precipitate 
thoroughly with a hot, neutral solution 
of NH 4 NO 3 (2 per cent). Ignite the 
paper and precipitate in a platinum 
crucible weighed with cover. Moisten 
the ignited residue with water, add 5 
to 10 drops of diluted H 2 SO 4 (1:1) and 
5 ml. of HF. Evaporate to expel the 
excess of acids, and gradually increase 
the temperature until all H 2 SO 4 has 
been expelled and the sulfates decom- 
posed. Cover the crucible and ignite 
at approximately 1100 C. Cool over a 
good desiccant, and weigh. Repeat the 
ignition until constant freight is ob- 
tained. The weight of the oxides multi- 
plied by 8 represents the combined 
percentages of AI2O3, Fe 203 , TiOa, and 
ZrOs (P 2 O 5 , V2O5). 

Determination of Fe203, Ti02, and 

ZrOs (¥205) 

9. Dilute the other 100-mI aliquot 
portion (Section 7) to 200 ml., add 15 
ml. of H 2 SO 4 , and cool the solution to 
10 C. Add slowly, while stirring eon- 
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staHtljs: a- cold solution of cupferron 
(6 per cent) untilno further precipitation 
occurs. Stir in a little macerated paper, 
allow the precipitate to settle, filter, 
and wash the paper and precipitate 
thoroughly with cold diluted H2SO4 
(1:9), containing 1.5 g. of cupferron per 
liter. Drain the paper and precipitate, 
and transfer' to a platinum crucible 
weighed with cover. Dry the precipi- 
tate cautiously and ignite slowly until 
all carbonaceous matter is destroyed. 
Cool the crucible, and treat with H2SO4 
and HF to remove any Si02. Evaporate 
to dryness and then ignite at approxi- 
mately 1100 C. Cool over a good 
desiccant, and weigh. Repeat the igni- 
tion until constant weight is obtained. 
The weight of the oxides multiplied 
by 8 represents the combined percent- 
ages of Fe203, Ti02, and Zr02 (V2O5). 

Determination of AI2O3 (P2O5) 

10. The percentage of oxides obtained 
from the ammonium hydroxide precipi- 
tation of the first aliquot portion minus 
the percentage of oxides obtained from 
the cupferron precipitation of the second 
aliquot portion represents the percent- 
age of AI2O3 (P2O5). 

Determination of Ti02 and Zr02 

11. The percentage of oxides obtained 
from the cupferron precipitation, minus 
the percentage of Fe203 as determined 
on the separate sample, represents the 
combined percentage of Ti02 and Zr02 
(V2O5). If desired, Ti02 and Zr02 may 
be determined by fusing the cupferron 
precipitate with' .K2S2O7, taking up the 
melt in diluted H2SO4 (1:9), and first 
determining titanium colorimetrically 
with H2O2 and then determining zirco- 
nium by precipitation as phosphate. 
If V2O6 is present, it imparts, a reddish- 
brown color in' the titanium test that is 
not dissipated by a drop or two of HF. 


Determination of CaO 

12. Evaporate to 100 ml. the reserved 
filtrate obtained in, the NH4OH precipi- 
tation in Section 7, and add two drops 
of methyl red (0.02 per cent) and 1 g. of 
oxalic acid. Heat the' solution to boil- 
ing, and slowly add NH4OH until the 
solution is alkaline. Digest, cool, 'filter 
on a small S., & S. No. 589 blue band, or 
equivalent, paper, and wash the precipi- 
tate and paper with : a cool, neutral 
solution of ammonium oxalate (0.1 per 
cent).' Acidify, and reserve the filtrate 
and washings. Transfer the precipi- 
tate and paper to a platinum crucible 
(weighed with cover), and ignite. 
Moisten the oxide with a few drops of 
water, add 10 drops of diluted H2SO4 
(1:9), and evaporate to dryness. Heat 
the crucible and contents to dull red- 
ness, cool, and weigh. Repeat the 
ignition until constant weight is ob- 
tained. The weight of the CaS04 
multiplied by 1.6476 represents the 
percentage of CaO. 

Determination of MgO 

13. Evaporate to 100 ml. the filtrate 
from the ammonium oxalate precipita- 
tion (Section 12). Cool the , solution, 
and add 1 g. of (NH4)2HP04. Stir 
the solution vigorously, slowly add 
NH4OH until the solution is alkaline, 
and then add 10 ml. of NH4OH. Allow 
the solution to stand overnight. Filter, 
and wash with diluted NH4OH (5:95). 
Dry the precipitate and paper in a 
platinum crucible (weighed with cover), 
char the paper slowly, and burn off the 
carbon by gradually increasing the tem- 
perature. Cover the crucible, and ig- 
nite at 1000 to 1100 G. for 30 min. 
Cool in a desiccator, and weigh. Repeat 
the ignition to constant weight. The 
weight of,, the ,Mg2'P207 multip,lied:,„by 
1.4484 represents' the percentage of 
MgO. 
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Determination of CaO and MgO (Alter- 
nate) 

14. If desired, the calcium and mag- 
nesium may be precipitated in the 
evaporated filtrate (Section 12) as fol- 
lows: Add from 1 to 3 g. of (NH 4 ) 2 HP 04 
dissolved in a few milliliters of water, and 
render the solution ammoniacal. Stir 
thoroughly to induce precipitation, add 
10 mi. of NH4OH, and allow to stand 
for 4 to 6 hr. Filter, and wash the 
precipitated phosphates with cool, 
diluted NH4OH (5:95). Ignite the 
precipitate in a platinum crucible 
(weighed with cover), cool, and weigh 
as Ca 3 (P 04)2 plus MgjPsO?. Transfer 
the weighed residue to a small beaker 


and dissolve in a little diluted HjSOi 
(1:9), avoiding more than a 0.5 ml. 

excess. Acid 25 rni. of 75 per cent ethyl 
alcohol and allow the, solution to stand 
several hours, or overnight if the amount 
of calcium is .very small Fiiterj and 
wash the precipitate with. 75 per cent 
ethyl aicoiiol. Dissolve the dry precipi- 
tate in a very little diluted HCi (1:9) and 
precipitate as oxalate in as small ' a 
volume of solution as possible. Filter, 
wash, Ignite, and weigh the calcium as 
CaO.' The magnesium is determined,; 
by difference, by subtracting the weight' 
of the Ca 3 (P 04 ) 2 , as calculated from the 
w^eight of the CaO found, from the 
weight of the combined phosphates, 
and calculating the remainder to MgO. 



Standard Methods of 
CHEMICAL ANALYSIS OF SODA-LIME GLASS’ 



A«SXM. Designation: C 169 - 43 

Adopted, 1943.^ 

Tkis Standard of the American Society for Testing Materials is issued under 
the fixed designation C 169; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . in) These methods for the chemical 
analysis of glass cover procedures for 
use in the referee analysis and in the 
routine analysis of soda-lime glasses 
containing the usual constituents of such 
glasses and not more than 0.5 per cent of 
fluorine, 2.0 per cent of barium oxide 
(BaO), 2.0 per cent of boric oxide 
(B 2 O 3 ), 0.10 per cent of phosphorus 
pentoxide (P 2 O 6 ), 0.10 per cent of zinc 
oxide (ZnO), 0.05 per cent of antimony 
oxide (SbaOa), and 0.05 per cent of lead 
oxide (PbO). These methods do not 
preclude the use of other methods that 
yield results within permissible varia- 
tions. In any case, the analyst should 
check the procedure and technique that 
are employed by means of a National 
Bureau of Standards standard sample 
having a composition comparable with 
that of the material under test. A list 
of these standard samples is given in the 
Bureau^s Supplement to Circular 0398, 

(&) The analytical procedures appear 
in the following order: 

LXJnder tbe standardization procedure of the Society ^ 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-14 on Glass and Glass Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1941 to 1943, being revised in 
1943. 


Sections 

Procedures for Referee Analysis: 

Silicon Dioxide 6 

Ferric Oxide 7 and 8 

Determination of BaO, AI2O3 + P^Ob, CaO, 

and MgO 9 to 12 

Sodium Oxide and Potassium Oxide 13 to 17 

Boric Oxide. 18 to 20 

Sulfur Trioxide 21 and 22 

Procedures for Routine Analysis: 

Silicon Dioxide 23 

Determination of BaO, R2O3, CaO, MgO, 

NaaO, and K 2 O 24 to 31 

Boric Oxide. 32 and 33 

Fluorine 34 and 3S 

Sulfur Trioxide 36 


Reagents 

2. {a) Purity of Reagents, — All re- 
agents shall be free of such amounts of 
impurities as would endanger the test 
in question. Reagents conforming to 
the specifications of the Committee on 
Analytical Reagents of the American 
Chemical Society are recommended. 
In all cases, blank determinations on all 
reagents used shall be carried through 
each step of the procedure and the final 
result corrected as may be indicated. 
The term “water” as used in these 
methods refers only to distilled water. 

(b) Concentration of Acids .and Am- 
monium Eydroxide,-~AJnhss otherwise, 
stated, the concentrated reagents, as 
furnished by the manufacturer, are to 
be used. For example, hydrochloric 
acid or HCl refers to acid of specific 
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gravity 119, suKuric acid or H2SO4 
refers to acid of specific gravity 1.84, and 
ammonium hydroxide or NH4OH refers 
to the reagent of specific gravity 0.90. 
Diluted acids and ammonium hydroxide 
are designated as follows: diluted HCl 
(5:95) means 5, volumes of the con- 
centrated acid of specific gravity 119 
diluted with 95 volumes of water, and 
diluted: NH4OH (5 : 95) means 5 volumes 
of concentrated ammonium hydroxide 
of specific gravity 0.90 diluted with 
95 volumes of water. 

Filter Papers 

3. Throughout these methods, filter 
papers will be designated as ^fioose” or 
‘Tight, without naming brands or 
manufacturers. “Loose papers” will 
mean the type of ashless papers that are 
generally used by analysts for filtering 
aluminum hydroxide or large amounts of 
siliaa. “Tight papers” will mean such 
ashless papers as are generally used by 
analysts for filtering barium sulfate. 

Preparation of Sample for Analysis 

4. The sample for analysis shall pass a 
No. 60 (250-micron) sieve and shall be 
dried at 105 to HOC. It should be 
noted that soda-lime glasses may absorb 
and fix carbon dioxide and water during 
the grinding process and in storage. If 
the composition of the unground glass is 
desired, determinations of the loss on 


ignition at 1000 C. shall be made on' an 
appropriate piece of the miground glass 
and on the powdered sample. From the 
two results obtained, the amount of 
carbon dioxide and water absorbed by 
the powdered glass can be calculated 
and the proper correction shall be made. 

Probable Accuracy of Results 

5. (a) The probable accuracy of re- 
sults that can be expected by the use 
of the procedures described in Sections^ 
to 36 is shown in the following 
tabulation: 

Probable Accuracy of Results, per cent 


Constituent 

Referee 

Analysis 

Routine Analysis 

Si02 

. ±0.1 1 

f±0, 1 in absence of BsO» 
+0.1 to +0.2 in presence of 

FeyOa 

. ±0,005 

1 B 2 O 3 

BaO 

. ~0.02 

±0.05 

AhOa + P 2 O 5 . 

. ±0.05 

CaO 

. ±0.05 

±Q.0S 

MgO 

. ±0.05 

±0.05 

NasO 

. ±0.2 

±0.2 

K 2 O 

. ±0.03 

±0.05 

B2O3 

. ±0,05 

±0.05 

SO3 

. ±0.03 

±0.05 


. ... I 

'±0.05 (AI 2 O 3 less than 1 per 
cent) to ±0.1 (AI 2 O 3 more 


1 

t than 1 per cent) 


(b) It is recommended that reported 
results be rounded off as follows: 


Number of 
Significant Figures 
Retained After 

Percentage Rounding Off 

1 to 100.... 3 

0.1 to 0.9 2 

0.01 to 0.09 1 or 2 

Under 0.01 1 

(c) Recorded results should be carried 

to one more significant figure than 

required in Paragraph (&)• 


PROCEDURES FOR REFEREE ANALYSIS 


. Silicon Dioxide . 
Procedure 

6. (a) Transfer 0.5000 g, of the pre- 
pared sample (Section 4) and 0.50 g. of 
NaaCOs to a 75-mL platinum dish,® and 

® Dishes such as are used in the determination of 
alkalies are satisfactory, but special long-lip 7S“mL 
dishes of platinum alloyed with 3.5 per cent of rhodium 
are preferable. 


intimately mix the contents by means of 
the flattened end of a glass rod. Brush 
the mixture into the center of the dish, 
flatten the charge so that it covers a 
space about 3 cm. in diameter, and then 
cover it as evenly as possible with an 
additional 0.50 g. of Na2C03» Heat 
gradually at first (preferably over a 
low flame) and finally at the temperature 
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required ' to .give a clear melt. ' Maintam 
at this, temperature for 10 min,.' ■ Remove 
the dish from the .source of.. heat, and 
cover it to prevent loss of small pieces 
of the solidified melt that m.ight be 
ejected during cooling. A platinum 
cover may be used during the fusion, 
but this ' is ' not necessary, since no 
spattering occurs, ' 

{&) Add 20 rol. of diluted HCl (1: 1) to 
the cooled melt, cover the dish, and 
digest on the steam bath until disinte- 
gration is complete. If desired, the 
cooled melt may be digested in water 
before the acid is added. The action of 
the add can be hastened by occasionally 
crushing the layer of insoluble matter 
that tends to cover the unattacked 
portion of the fused mass. As soon as 
disintegration is complete, crush all 
flakes of solid matter with the flattened 
end of a glass rod. Evaporate to 
dryness on the steam bath, cool, drench 
the dry residue with 5 mi. of HCl, and 
then add 15 ml. of warm water. Digest 
on the steam bath for a few minutes, 
and filter through a loose 9-cm. filter 
paper. Wash the dish, residue, and 
filter paper with ten 3-ini, portions of 
hot diluted HCI (2:98), but make no 
attempt to transfer all of the residue 
from the dish to the paper. Place the 
filter containing the residue in the 
platinum dish in which the fusion and 
dehydration were made, and evaporate 
the filtrate to dryness on the steam bath 
in another dish, preferably of platinum. 
Heat the residue at 105 to HOC. for 
15 min. Cool, drench the dry residue 
with PICi, dilute, filter through a small, 
tight filter paper, and wash as before. 
Transfer all the residue obtained in the 
second dehydration to the paper, and 
then place this paper with the paper 
containing the first residue in the 
platinum dish in which the fusion was 
made. 

ic) Ignite the contents of the dish 


slowly at first and finally at approxi* 
mately 600 C, until the carbon is gone. 
Add 3 or 4 drops of diluted H 2 SO 4 (1:1) 
if a high noiisilica residue is expected, 
and ignite slowly at first and finally for 
30 m.in. to 1 hr. at 1200 C. Cool in a 
desiccator, and weigh. Repeat ignition 
to constant w^e.ight. Treat the ignited 
residue with a few drops ' of diluted 
H 2 SO 4 (1:1) and about 10 m.l. of- 'HF. 
Evaporate the volatile constituents on 
the steam bath, drive off the H 2 SO 4 by 
heating over a free flame, and finally 
ignite the residue for 1 to 2 min. at 1200 
C. The difference between the first and 
second weights, with a proper correction 
for a blank for the reagents, represents 
the weight of Si 02 in the sample. 

(d) Calcidation . — Calculate the per- 
centage of Si 02 as follows: 

SiOi, per cent = wt, of SiOa X 200 

NoTE.—The small amounts of fluorine that 
may be present in these glasses may cause a 
small but negligible negative error in the results 
for SiOii, and the B 2 O 3 may cause a small but 
negligible positive error. 

Ferric Oxide 

Reagents 

7. (a) Potassium Dickr ornate (0.005 
iV).— Recrystallize, three times, the 
purest grade of K 2 Cr 207 obtainable. 
Dry the crystals at 150 C., grind to a 
fine powder, and dry at 200 C. until 
constant weight is attained. Dissolve 
2.4516 g. of the recrystailized salt in 
water and dilute to exactly 10 liters. 
One milliliter of exactly 0.005 N K 2 Cr 207 
represents 0.000399 g. of Fe 203 . 

(5) Stannous Chloride Solution, — Dis- 
solve 150 g. of SnCl 2 -211.20 in 100 ml, of 
HCi and dilute to 1000 ml. with water. 
Keep a few pieces of metallic tin in the 
bottle. 

Procedure . 

8. Transfer .10 g. ' (Note) of the pre- 
pared sample (Section 4) to a 200-mL 
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platinum disii. Moisten the sample 
with wateij and add 50 ml. ' of diluted 
H2S04^ (1: 1). Add cautiously 100 ml. of 
HF, mix thorouglily by stirring with a 
platinum rod or spatula, and evaporate 
to about 30 ml. on a steam or sand bath. 
Add 50 ml of HF and evaporate to 
fumes of H2SO4. To the gently fuming 
solution, add cautiously, drop by drop, a 
few drops of HNO3 to destroy organic 
matter. Cool, rinse the wails of the 
dish with water, and again heat to strong 
fumes of H2SO4 in order to expel all 
HNO3. Cool the dish and contents, 
and add 100 ml. of water. Heat until 
soluble salts are in solution, and add 
strips of iron-free magnesium ribbon to 
precipitate platinum introduced during 
the decomposition of the sample. The 
treatment with magnesium may be 
done conveniently by wrapping the 
ribbon around the end of the glass 
stirring rod. The addition of sufiScient 
magnesium is indicated when the ferric 
iron has been completely decolorized. 
After all the magnesium has been dis- 
solved, boil for a few minutes, filter if 
platinum has separated, and w^ash the 
paper with hot water. Adjust the 
volume to 50 ml. Oxidize any reducing 
substances that may be present by 
adding 0.1 N KMn04 until a permanent 
pink coloration is produced. Add 50 
ml of HCl, heat to boiling, and reduce 
the iron with the minimum amount of a 
solution of SnCls. Titrate electrometri- 
cally with standard 0.005 iV K2Cr207, 
using a Roberts electrometric titration 
apparatus^ or equivalent to determine 
the potential. The volume of standard 
K2Cr207 necessary to effect oxidation 
of the ferrous iron is the volume required 
in passing from the first point of inflec- 
tion as shown by the potentiometer 
reading, which indicates the oxidation 

« J. C. Hostetter and H. S. Roberts, “Electrometric 
Titrations, with Special Reference to the Determination of 
Ferrous and Ferric Itoix,'* Journal, Am. Chemical Soc,, 
Vol. 41, p. 1337 f 1920); “Electrometric Determination of 
iron ” Journal, Am. Ceramic Soc., Vol. 10, April, 1927 
(p. 100 of the Bulletin). 


of residual SnCl2 and initial oxidation ■ of ' 
the ferrous iron, : to the second point of 
inflection, which indicates the. complete: 
transformation of the iron to the ferric 
condition. The points of inflection are 
best determined by means of a graph in 
which the, volumes of K2Cr207 used are 
plotted against the resulting electro- 
motive force. 

Note. — ^TMs procedure is satisfactory for 
determining iron up to a total of 10 mg. of 
Fe 203 . For larger quantities, the size of the 
sample should be so reduced that the 10 mg. 
is not exceeded. This may be accomplished by 
using a smaller sample of the glass, or preferably, 
by taking an appropriate ^aliquot portion of the 
solution obtained after decomposition of the 
10-g. sample. 

Determination of BaO, AI2O3 + P2O6, 
CaO, AND MgO 

Preparation of the Solution and De- 
termination of BaO 

9. (a) Transfer 2.50 g. of the prepared 
sample (Section 4) to a 250- to 300-ml. 
platinum dish. Thoroughly moisten the 
sample with 20 ml. of diluted H2SO4 ( 1 : 1 ) 
and add slowly, while stirring constantly 
with a platinum rod or spatula, about 
30 ml. of FIF. Evaporate to fumes of 
H2SO4, and add a few drops of HNO3 to 
the hot solution to destroy organic 
matter. Repeat the hydrofluoric acid 
treatment, using 20 ml. of HF. When 
the acid is fuming strongly, cool the 
dish and contents, rinse the wails of the 
dish with water, repeat the evaporation 
to fumes of H2SO45 and continue the 
fuming for 10 min. Cool, add 250 ml. of 
diluted HCl (1:99), and heat until 
soluble salts have dissolved. Cool, and 
allow to stand 2 hr. or longer. Filter 
through a tight paper, wash the residue 
and paper with hot water, and reserve 
the filtrate and washings. Ignite the 
insoluble residue in platinum, fuse with 
3 g. or less of Na2C03, and leach the melt 
with hot wmter. Filter through a loose 
paper, wash with hot water, and reserve 
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the filtrate and washings. Dissolve the 
insoluble matter in the crucible, in the 
beaker,: and on the filter paper in 25 nil. 
of hot diluted HCl (5:95). : Wash the 
beaker, crucible, and filter thoroughly 
with hot water, dilute the solution to 
200 ml, heat to boiling, and add 4 ml. 
of diluted H 2 SO 4 (Dl). Digest on the 
steam bath for about 1 hr., cool, and 
allow to stand 2 hr. or longer. Filter 
through a tight paper, and wash thor- 
oughly with hot water. Reserve the 
filtrate and washings. Ignite the pre- 
cipitate slowly in a porcelain or platinum 
crucible until the carbon is burned; then 
heat at about 1000 C. for 15 min. Cool 
in a desiccator and weigh. 

(b) Calculation , — Calculate the per- 
centage of BaO as follows: 

BaO, per cent — wt. of BaS 04 X 26.2S 
Determination of AI2O3 +' P2O6 . . 

10 . (a) Combine the three reserved 
filtrates (Section 9 {a)) (from the first 
precipitation of BaS 04 , from the leaching 
of the sodium carbonate fusion, and 
from the second precipitation of BaS 04 ). 
Neutralize the excess acid with NHdOH 
and then add 3 ml. of HCl. Adjust the 
volume to 300 ml. and saturate the 
solution with H 2 S. Digest, preferably 
overnight, filter through a tight paper, 
wash with diluted H 2 SO 4 (1:99) satu- 
rated with H 2 S, and discard the sulfide 
precipitate. Boil the filtrate to expel 
FI2S, oxidize with bromine water, boil 
ofi the excess of bromine, and precipitate 
with NH4OH, using methyl red as the 
indicator. Filter, and allow the solution 
to drain. Reserve the filtrate. Trans- 
fer the paper and precipitate to the 
beaker, and add 10 ml of diluted HCl 
(1:1). Stir the paper to a pulp, warm 
until the hydroxides are dissolved, and 
add 150 ml. of water. Fleat the solution 
to boiling, and precipitate with NH 4 OH 
as before. Filter, and wash the paper 
and precipitate thoroughly with a hot 


neutral solution of . NH 4 Cl ,(2 per. cent). 
Combine . the two . filtrates, acidify, and 
reserve them for the determination of 
calcium and magnesium (Sections 11 
and 12). Transfer the paper and pre- 
cipitate to a 400-mL beaker, and add 
20 ml. of HNO 3 and 10 ml. of FI2SO4. 
Cover, heat cautiously until the solution 
begins to blacken, and then add HNO3 
drop by drop, allowing each drop to flow^ 
down the beaker wall, until all car- 
bonaceous matter has been destroyed. 
Heat to strong fumes of H 2 SO 4 , cool, 
rinse the cover glass and beaker walls, 
and again heat to fumes of H 2 SO 4 . 
Cool, add 150 ml. of water, and heat to 
dissolve any anhydrous sulfates. Cool 
the solution, transfer to a 200-mL 
volumetric flask, and dilute to the mark. 
Mix thoroughly, and divide the solution 
into two lOO-ml. aliquot portions. 

(J) Determination of 
Fe20z, TiO%y Zr02, and F 2 O 6 {If the 
glass contains chromium^ Cf%Oz will be 
included here). — ^Dilute one of the 100- 
ml. aliquot portions to 250 ml, heat to 
boiling, and precipitate with NH4OH, 
using methyl red as the indicator. 
Filter, and wash paper and precipitate 
thoroughly with a hot, neutral solution 
of NH4NO3 (2 per cent). Discard the 
filtrate. Ignite the paper and pre- 
cipitate in a platinum crucible weighed 
with cover. Moisten the ignited residue 
with water, then add 5 to 10 drops of 
diluted H2SO4 (1:1) and 5 ml. of TIF. 
Evaporate to expel the excess of acids, 
and gradually increase the temperature 
until all H2SO4 has been expelled and the 
sulfates decomposed. Cover the cruci- 
ble and ignite at approximately 1100 C. 
Cool over a good desiccant, and ^veigli. 
Repeat the ignition until constant weight 
is obtained. The w^eight of the oxides 
multiplied by 80 represents the com- 
bined percentages of AI2O3, P 2 OB, Fe 203 , 
Ti 02 , Zr 02 , V 2 O 5 , and Cr 203 . 

{c) Determination of FeiOz'^ TiO^t Zf O%^ 
and VtOi, — Dilute the other lOO-ml. 
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aliquot portion (Paragrapli (a)) to 200 
ml.y add 15 ml. of H2SO4, and cool the 
solution to IO C. Add slowly, while 
stirring constantly, a cold solution of 
cupferron ' (6 per cent) until no further 
precipitation occurs. (Prepare the cup- 
ferron solution by dissolving 6 g, of 
cupferron reagent in, cold water imme- 
diately before use. Filter, and use the 
clear solution.) Stir in a little macer- 
ated filter paper, allow the precipitate to 
settle, filter through a tight paper, and 
wash the paper and precipitate thor- 
oughly with cold diluted H2SO4 (1:9) 
containing 1,5 g. of cupferron per liter. 
Drain the paper and precipitate, and 
transfer to a platinum crucible weighed 
with cover. Dry the precipitate cau- 
tiously at about 60 C., and ignite slowly 
until all carbonaceous matter is de- 
stroyed, Cool the crucible, and treat 
with H2SO4 and HF to remove any 
Si02. Evaporate to dryness and then 
ignite at approximately 1100 C. Cool 
over a good desiccant, and weigh. 
Repeat the ignition until constant weight 
is obtained. The weight of the oxides 
multiplied by 80 represents the com- 
bined percentages of Fe20s, Ti02, ZrOo, 
and V2O5. 

(d) Determination of AWz + — 

The percentage of oxides obtained from 
the ammonium hydroxide precipitation 
of the first aliquot portion (Paragraph 
(6)) minus the percentage of oxides 
obtained from the cupferron precipita- 
tion of the second aliquot portion 
(Paragraph {c)) represents the per- 
centage of AI2O3 + P2O5. Chromium is 
not precipitated by cupferron and will 
be counted with the AI2O3 + P2O6 if 
the glass contains chromium. 

If the glass contains P2O5, some of it 
will be found in the ignited oxides 
obtained in accordance with Paragraph 
{b). To test for P2O6, fuse the ignited 
oxides with Na2C03, dissolve the cooled 
melt in diluted HNO3, and add molyb- 


date reagent. If a precipitate of phos- 
phomolybdate appears, filter, determine 
the P2O6 by the customary alkali- 
molybdate method, and deduct from the 
weight of the ignited AI2O3 + P2OS. 

Determination of CaO 

11. (^) Evaporate to 150 ml. the 
acidified and combined reserved filtrates 
obtained in the NH4OH precipitations 
(Section 10 {a ) ) and transfer to a 200-mI. 
volumetric flask. Dilute to the mark 
and mix thoroughly. To a 100-ml. 
aliquot portion add two drops of methyl 
red (0.02 per cent) and 1 g. of oxalic 
acid. Heat the solution to boiling, and 
slowly add NH4OH until the solution is 
alkaline. Digest for 1 hr. on the steam 
bath, cool to room temperature, filter 
on a small, tight paper, and wash the 
precipitate and paper two or three times 
with a cool, neutral solution of am- 
monium oxalate (0.1 percent). Reserve 
the filtrate and washings. Return the 
paper and precipitate to the precipitating 
vessel, add 10 ml. of diluted HCl (l.T), 
and stir the paper to a pulp. Dilute the 
solution to 200 ml., and add 0.2 g. of 
oxalic acid. Heat the solution to boil- 
ing, and slowly add NH4OH until the 
solution is alkaline. Digest, filter, and 
wash as before. Combine the filtrate 
and washings with the reserved filtrate 
and washings, and acidify with HCl. 
Transfer the paper and precipitate to a 
platinum crucible (weighed wnth cover), 
and heat until carbon has been de- 
stroyed. Cover tightly, ignite for about 
5 min. at 1200 C., cool over a good 
desiccant, and weigh as CaO, The 
crucible should be reheated and the 
weight checked because of possible 
absorption of moisture and CO2 during 
the first weighing. 

(J) Calculation , — ^Calculate the pe’ 
centage of CaO as follows: 

CaO, per cent = wt. of CaO X 80 



368 


Chemical Analysis of Soda-Lime Glass,, (C 169 “-,43) 


Detenniaatioii of MgO 

12. (a) Evaporate to 150 to -200 ml. 
the filtrates from the, ammonium oxalate 
precipitations (Section 11(a)). Cool the 
solution, and add 1 g. of (NH 4 ) 2 HP 04 . 
Stir the solution vigorously, slowly add 
NH4OH until the solution is alkaline, 
and then add 10 ml. of NH 4 OH. Allow 
the solution to stand 4 hr. or overnight. 
Filter through a tight paper, wash the 
beaker, paper, and precipitate moder- 
ately with diluted NH 4 OH (5:95), and 
discard the filtrate. Place the beaker 
under the funnel, and dissolve the 
precipitate in 25 to SO ml. of hot, 
diluted HCl (1:9). Add 0.1 g. of 
(NH 4 ) 2 HP 04 , dilute to 75 ml., cool, and 
then add NH 4 OH drop by drop, while 
stirring constantly, until the solution is 
s.lkaline. Finally add 5 ml. in excess, 
axid let stand 4 hr. or overnight. Filter 
through a tight paper, transfer all the 
precipitate to the paper, and wash with 
cool diluted NH4OH (5:95). Dry the 
precipitate and paper in a platinum 
crucible (weighed with cover), char the 
paper slowly, and burn oS the carbon by 
gradually increasing the temperature. 
Cover the crucible, and ignite at 1000 to 
1100 C. for 30 min. Cool in a desiccator, 
and weigh. Repeat the ignition to 
constant weight. 

(&) Calculate the per- 

centage of MgO as follows: 

MgO, per cent = wt. of MgaPtO? X 29.0 
Sodium Oxide and Potassium Oxide 

Reagents 

, ,13. {a) -Ammonium Chloride . — ^The 
reagent, grade of' NH 4 CI is satisfactory 
if, a test, shows that 1 g. yields not more 
than, 0:1 mg. of nonvolatile residue when 
the NH 4 CI , is,, volatilized’ by heating and 
the residue :is„ ignited at 700 to 800 C, 
If the reagent: grade is not satisfactory, 
sublime it slowly, crush the sublimed 
material in, an agate mortar, and store 


the fine powder in a well-stoppered 

bottle, 

{h) Calcium Carbonate ,— reagent 
grade of CaCOs is usually unsatisfactory. 
Dissolve the purest CaCO^ obtainable 
in diluted HCl (1:3), precipitate with 
NH4OH and (NH 4 ) 2 C 03 , wash thor- 
oughly with hot water, dry at about 
105 C,, and store in , a weil-stoppered 
bottle. 



{c) Chloroplatinic Acid . Solution,— 
Dissolve 15' g, of chloroplatinic acid 
(H2ptCl6*6H20') in 50 ml. of water 
containing 5 ml. of diluted HCl (1:1). 
One milliliter will, contain .about 0.1 g.,of 
platinum; 1.31 ml. uf such, a solution. is 
required for 0.1 g. of KCl, and 1.68 ml. 
forO.lg.ofNaCL 
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Apfaratus 

14 * PMinmn CfUcihle.~K ' 
crucible of suitable size for treating 
0.5 g. of sample is 8 cm. in length, 1.8 
cm. in diameter at the mouth, and 1.5 
cm. ill diameter at the bottom, and has a 
weight of about 25 g. The crucible and 
the ' chimney to hold it are shown in 
Tig.. i: : : 

Determination of NaCI and KCi 

15. {a) Transfer 0.5000 g. of the 
prepared sample (Section 4) and 0.50 g. 
of NH4CI, to a large, smooth^ agate 
mortar placed on a piece of glazed 
paper. Grind with a pestle until the 
sample and. the NH4CI are thoroughly 
mixed. Next add, in several portions, 
nearly all of 4 g. of CaCOs, and mix very 
thoroughly in ' the mortar. Line the 
botto,m of the crucible with a little of 
the Ca-COa, and transfer the mixture to 
the crucible by the aid of a spatula 
having a blade that is somewhat flexible 
and not too broad. Use the rest of the 
CaCOs for rinsing the mortar' and pestle, 
and transfer the rinsings also. All this 
should be, done over the piece of glazed 
paper. 

Q)) Cap the crucible, tap it gently to 
make the powder settle, and place it in 
an inclined position in a clay cylinder 
(Fig. 1) or through a hole in a piece of 
stout asbestos board clamped at a slight 
angle. Heat the part within the cylinder 
or , projecting through the board by a 
fishtail flame placed, considerably be- 
neath the crucible. Continue gentle 
heating for about 15 min., or until the 
odor of ammonia is no longer perceptible. 
Do not heat so that 'NH4CI escapes.. 
Replace the flame, by .one or two burners 
of any type that will, give the proper 
temperature, and heat , at about 1000 C. 
for 30 to 60 mill. , 

ifi) Cool, transfer .the ■ sintered cake 
to a 12-em. porcelain dish, pour hot 


water into the crucible, and digest until 
all remaining matter can be w^ashed out 
or until it is thoroughly extracted. In 
most instances, the entire sintered cake 
can be loosened from the crucible by 
lightly tapping.' Slake the cake in the 
dish with 1 to 2 ml. of water, at first, 
then add 50 ml. more, until thoroughly^ 
disintegrated. If the cake clings to the 
crucible, the slaking must be done 
without removing it. When the cake 
has disintegrated and the solution, is 
saturated with Ca(OH)2, filter by de- 
cantation upon a 9-cm. filter and let the 
filtrate run into a capacious dish, 
preferably of platinum. Keep as much 
as possible of the residue in the porcelain 
dish. Add 50 ml more of hot water, 
break up any lumps by gentle pressure 
wfith a pestle, let settle, and again 
decant. Repeat the extraction at least 
three more times. Wash the residue in 
the paper and dish with a saturated 
solution of Ca(OFI)2 free of sodium and 
potassium. The final residue, w^hich is 
to be discarded, should dissolve com- 
pletely in HCl and will contain very 
little, if any, alkalies if the work has 
been carefully done. 

{d) To the filtrate and washings, add a 
few drops of NH4OFI and then an excess 
of solid (NH4)2C03. The presence of an 
excess can be determined by allowing 
the precipitate of CaCOs to settle and 
then adding small pieces of (NH4)2C03 
and noting whether further precipitation 
takes place. Heat until effervescence 
ceases, and boil carefully for at least 
3 min. to expel CO2. Rinse and remove 
the cover, filter into a 1-liter casserole, 
and wash the dish, paper, and residue 
with five lO-ml. portions of hot water. 
Reserve the filtrate. Dissolve the pre- 
cipitate in as little diluted ' HCl (1:4) 
as possible, and reprecipitate with 
(NH4)2C03 as before. Filter, and add 
the filtrate to the reserved filtrate. 
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Evaporate, the combined filtrates 
to dryness j an.d. heat^. gently to remove 
anamoriiiLiii salts. Dissolve the residue 
In; 25 ml.; of water,, add a few drops 
.of , NH 4 OH, : heat to boiling, add 
(NH4)2C204 ■ H2O (saturated solution) 
until an excess of about 5 drops is 
present, and let stand for 2 hr. or 
preferably overnight.^ Filter through 
a tight paper to remove the calcium 
oxalate, catch the filtrate in a 100-ml. 
platinum dish, and ^vash paper and 
residue with a cold 0.1 per cent solution 
of (NH4)2C204-H20. 

(/) Evaporate the filtrate and wash- 
ings to dryness, cover the dish, and heat 
at 110 to 120 c. Cautiously ignite, 
with cover on at first, until ammonium 
salts have been volatilized. Cool, rinse, 
and remove the cover glass, and dissolve 
the residue in a little water. Add a few 
drops of HCl to decompose any alkali 
carbonate that may have been formed 
by action of the ammonium oxalate 
during the ignition. Again evaporate 
to dryness. Add 5 ml. of HCl and 5 ml. 
of methyl alcohol. Cautiously evapo- 
rate to dryness to drive off any boron 
that may be present. Cover the dish, 
heat in an oven at 135 to 140 C., and 
ignite very gently (until salts just begin 
to melt) to constant weight. 

(g) Dissolve the salts in hot water, filter 
through a small ashless filter paper, and 
wash with hot water. Ignite the paper 
in the dish, cool, weigh, and subtract 
the second weight from the first in order 
to obtain the weight of NaCl + KCI, 

Be termination ofKaO 

16. (a) The following procedure shall 
be carried out in an atmosphere free of 
ammonia and the fumes of ammonium 


® If the material contains sulfates, tLese must be re- 
moved by adding a slight excess of BaCL solution (10 per 
cent) to the water solution of the residue, heating to boil- 
ing, letting settle, and filtering. In this case, the solution 
must be treated with NILOH and (NH4)£C03 and filtered 
in order to remove the excess of barium before the am- 
monium oxalate is added. 


salts: Dissolve the m.ixed chlorides (Sec- 
tion 15) in a little' water, transfer to a por- 
celain dish, and add enough chloroplatinic 
acid to react with all of both the sodium 
and , the potassium. Evaporate on the 
steam bath until the solution is syrupy 
but solidifies on cooling. Do not evapo- 
rate to dryness. Cool, drench, the residue 
with ethyl alcohol (80 per cent by 
volume), and filter by decantation 
through a small paper. Wash by de- 
cantation with more of the alcohol, 
crushing the crystals with a smaU pestle 
or the widened and rounded end of a 
short glass rod. Dry the dish and paper 
to remove adhering alcohol completely. 

(b) Dissolve the precipitate on the 
paper in hot w’^ater, catching the solution 
in a weighed platinum crucible or small 
platinum dish. Evaporate to dryness, 
and add the salt that is still in the 
porcelain dish. If the residue is large 
and lumpy, redissolve in w’^ater, and 
again evaporate to dryness. Cover and 
heat for 1 hr. at 130 C. in an oven 
(100 C. suffices for very small amounts 
of fine-grain precipitate). Cool, and 
weigh as K2PtCl6. Multiply by 0.194 
to obtain the weight of K2O and by 
0.307 to obtain the corresponding 
weight of KCI. 

Determination of NasO 

17. Calculate the weight of sodium 
oxide by subtracting the weight of KCI 
obtained in Section 16 from the weight 
of 'NaCl + KCI, and multiplying the. 
remainder by 0.530. 

Boric Oxide 

Apparatus 

18. The apparatus, ■ shown in Fig. 2, 
shall consist of the following: .4, a 
U“tube containing . mercury , used, as a 
safety trap; a 500-mL round-bottom, 
distilling flask for methyl alcohol, con- 
taining a capillary ^Toiling tube’’ of 
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3 -mm* borCs the bore , being sealed 10 ' (e) Cakdtim Ckloride.---RtdLgtnigrMe^ 

mm. from the lower end; C, a 300-ml. granular ( 8 -mesh), anhydrous, 
round-bottom flask; A a No. 4 (360- (/) Boric Acid (0.1 AO.—Fuse pure 

ml.) casserole; E, a glass condenser; F, a boric acid in a platinum dish.' -While 
200 -mL Erlenmeyer flask; and G, a still warm, crush the melt and quickly 
U-tube containing water to prevent the place the fragments in a weighing tube, 
escape of imcondensed methyl borate. Dissolve 3.482 g. in 500 ml of hot, 
The tube leading into flask C shall be recently boiled distilled water, cool, and 
flared slightly to avoid plugging by dilute to exactly 1000 ml. Each mifli- 
separated salts. The apparatus shall be liter of the solution contains 0.003482 g. 
assembled with glassware and tubing of B 2 O 3 . 

resistant to heat and chemicals.® (g) Sodium Hydroxide (afproximaiely 



OJ N ). — Prepare the solution, as free of 
carbonates as possible, by diluting 6.5 
ml. of a clear 50 per cent solution of 
NaOH with 1 liter of recently boiled 
distilled water. Standardize by titrating 
against the standard solution of boric 
acid exactly as described in Section 20. 

(h) Hydrochloric Acid (approximately 
OJ N ). — Prepare an approximately 0.1 
solution free of CO 2 . 

Procedure 

20. (a) Mix 0.5000 g, of the prepared 
sample (Section 4) with exactly two 
times its freight of Na 2 C 03 , and heat in a 


Reagents 

19. (a) Methyl Alcohol. — Alcohol free 
of boric acid and volatile organic 
acids shall be used. The more nearly 
anhydrous the alcohol, the better. 

(b) Maomite. — Reagent grade, neutral. 

(c) PhenolpMhalein DzdiVa/ur.-— Dis- 
solve 1 g. of phenolphthalein in 60 ml. of 
ethyl alcohol and dilute to 100 ml. with 

’ water. . 

(d) Methyl Red Indicator. — Dissolve 
0.1 g. of methyl red in 60 ml. of ethyl 
alcohol and dilute to 100 ml. with water. 


“Pyrex glass or Kimble Glass No. N51a is satis- 
factory for this purpose. Ste Industrial and Engineering 
Ckemistry^ (Anal. Ed.), Vol. 13, p. 419 (1941). 
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platiiiiiin' crucible until a clear melt' is 
obtaineci. Without • removing it from 
the crucible^ decompose the melt with 
diluted HCl (1 : 1) in calculated amount 
and added in small portions , so as to 
avoid excessive frothing. ' While this is 
being done, the crucible should rest in a 
casserole, and the lid should- be kept in 
place as much as possible. Toward the 
end, it may be necessary to heat a little, 
but care should be taken not -to boil, 
since boric acid would be lost with the 
steam. Pour the solution into the flask 
C, Fig. 2, and rinse the crucible with a 
very small quantity of water. 

(b) Add pure anhydrous CaCh, using 
about 1 g, for each milliliter of solution 
and dropping it through a paper funnel 
to keep the neck of the flask clean. 
Swirl the contents of the flask to allow 
the CaCls to take up the water. Con- 
nect the flask to the apparatus, as 
showui in Fig. 2, and raise the casserole 
until the flask dips into the water but 
does not touch the bottom. Begin the 
distillation of alcohol from taking 
care that the ^‘boiling tube” is function- 
ing properly. After about 25 ml. of 
alcohol have condensed in C, heat the 
casserole with a small flame, keeping it 
hot enough to prevent condensation in 
the flask. When a distillate of 150 ml. 
has collected in flask F, replace the flask 
with an empty one, and continue the 
distillation. 

{c) Add 1 drop of the phenolphthalein 
solution and 2 or 3 pellets of solid NaOH 
(about 0.25 g.) to the first distillate, 
stopper, and swirl' until the NaOH has 
•dissolved. The solution should, be defi- 
.nitely alkaline; if not, add m.ore NaOH. 
Transfer the contents of the flask to a 
platinum dish and heat gently on a steam 
bath to remove alcohol. .Meanwhile a 
second distillate of 150. ml.' -will have 
collected. Add the .contents , .of '"the 
protecting U-tube, make alkaline as with 
the first distillate, and transfer the 


solution to the platinum dish. Evapo- 
rate to dryness, and dissolve the residue 
in about 10 ml. of hot water; 

(d) Transfer the solution to a 200-mL 
Erlenmeyer flask, and rinse with ' a 
minimum of hot water. The volume 
now should not exceed 25 ml. Add S 
drops of the methyl red solution (parani- 
trophenol may' be substituted if desired) 
and then diluted HCl, (1:1) drop by drop 
until - the solution is acid, taking care 
not to add more , than 1 drop in excess. 
Heat quickly to boiling and continue the 
boiling for 15 sec. Cool, add 5 drops of 
the phenolphthalein solution, and then 
drop by drop, add 0.1 N NaOH, until 
the red tint of the methyl red is dis- 
charged. One drop of 0.1 N HCl 
should restore the color, and 1 drop of 
0.1 N NaOH should discharge i't. Now 
add 1 g. of mannite, note the reading of 
the burette, and titrate until .the phenol- 
phthalein end point appears. Again 
add 1 g. of mannite and, if the color 
disappears, continue the titration until 
the color returns. Continue this process 
until the addition of 1 g. of mannite does . 
not discharge the phenolphthalein end 
point, 

(e) Calctilation. — Correct the volume 
of 0.1 N NaOH required in passing 
from the methyl red end point to the 
phenolphthalein end point by sub- 
tracting the volume required in a blank 
run. Calculate the percentage of B 2 O 3 
as follows: 

B 2 O 3 , per cent = FA X 200 

where: 

V = corrected volume in milliliters of 
NaOFI solution required for 
titration from .the methyl red . 
end point ' to the phenol- 
phthalein end point, and 

A = B 2 O 3 equivalent of the NaOH 
solution. 

■Note. — Results are likely to be- low by 0,0S 
to 0.10 per cent in glasses .containing 1 to 2 per 
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cent of BisOa unless the boron in the residue in 
the dlstiiling flask is recovered. To make this 
recovery, the residue in tiie flask must be 
filtered off, washed moderately with water, 
ignited, fused, carried through the procedure' 
and the result corrected for the blank on the 
reagents. 

Sulfur Trioxide 
Reagent ,, 

, , 21. Barimi Chloride Solution (10 per 
Dissolve 100 g. of BaCl2 *21120 in 
1000 ml. of water, allow to stand for 
24 hr., and filter if the solution is not 
clear. 

Procedure 

22, (a) Transfer 5.00 g. of the pre- 
pared sample (Section 4) to a platinum 
dish, and add 25 ml of water and 50 ml. 
of HF. Digest for IS min. on the steam 
bath, and add 1 ml. of liNOa, 15 ml. of 
HCIO4 (60 per cent), and 0.2 g. of 
Mg(N03)2 *61120. Evaporate on ' the 
steam bath, imtil the HNO3 and HF have 
been volatilized, and then heat on a hot 
plate at .a low temperature so that light 
fumes of HCIO4 are evolved for about 
5 min. Cool, wash the inside surface 
of tlie dish with a jet of water, and add 
10 ml. of HCIO4 (60 per cent). Heat on 
a hot plate at a low temperature until 
nearly all of the HCi04 has been 
evaporated. 


(b) Cool, add 25 mi., of diluted HCl 
(5:95), and digest on the steam bath for 
15 min. Add 150 ml. of hot water and 
10 ml. of BaCb solution. ^ Digest, on the 
steam bath for i hr. or more, and allow 
to stand at room temperature for 2, hr. or 
overnight. Filter through a, tight paper, 
and wash\with hot diluted HCl; (1:99), 

(c) Ignite the paper and' precipitate 
slowly in, a platinum crucible until all 
carbon is eliminated. Cool, and fuse 
the residue with '3 g. of Na2C03. Dis- 
solve the cooled melt in a small excess of 
diluted HCl (1:3), and digest the acid 
solution on the steam bath for 15 min. 
Then neutralize the excess acid with 
NH4OH, using litmus as the indicator. 
Add 1 ml. of liCl, dilute the solution to 
100 ml, heat to boiling, and add 5 ml. of 
BaCb solution. Digest on the steam 
bath for 1 hr., and allow to stand at 
room temperature for 2 hr. or overnight. 
Filter, and wash as before. Ignite the 
paper and precipitate slowly at first 
until the carbon is eliminated, and 
finally at 1000 C. for 30 min. Cool and 
weigh. 

(d) Calculation , — Calculate the per- 
centage of SO 3 as follows: 

SO3, per cent =« wt. of BaSO^ X 6.86 


PROCEDURES FOR ROUTINE ANALYSIS 

These procedures for routine analysis admit of considerable variation, especially as regards the 
preparation of a master soIutio,n and the use of aliquot portions for several of the constituents. 
The procedures are designed for use under average laboratory conditions where it may be assumed 
that {a) several samples are to be analyzed simultaneously, with only a moderate supply of platinum 
ware, {h) ail determinations are to be completed within one working day, and (^:) the accuracy need 
not quite equal that obtainable with the referee methods. ; ^ ■ 

Under certain conditions it may be of advantage to modify one or more of the steps in the pro- 
cedure., , For exam,ple: , , 

(i) If the supply of platinum ware is not a factor,, .and if certain of the determinations are desired 
in a minimum of time, separate samples' (0.1 g. and 0.5 g., respectively) may: be decomposed for 
NaaO and K 2 O. in that case, a third sample (1.0 g.) is taken for BaO, R203> etc., and here decom- 
position may be effected by either HF and HCIO4 or HF and H2SO4,, as desired. Under these con-, 
ditions it becomes, unnecessary to prepare a master solution, and it is possible to, complete, several 
of the determinations in an unusually short period of time. 
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( 2 ) With glasses containing very small quantities of elements such as barium or aluminum, greater 
accuracy may be obtained by the use of a larger sample (2 g. or more), and the filtrate may be di-. 
luted to a definite volume at any desired point iri the analysis and a suitable aliquot portion taken 
for the remaining determinations. . . 


, Silicon Dioxide 
Procedure 

23. (a) Intimately mix 0.5000 g. of 
the prepared sample (Section 4) with 
1 g. of Na 2 C 03 in a 75-inL platinum 
evaporating dish. Heat gradually at 
first over a flame, or in a muffle, and 
finally at a temperature high enough to 
give a clear melt. Allow the melt to 
solidify in a thin layer covering the 
bottom of the dish. Add about 10 ml. 
of diluted HNO3 (1:1), and place the 
dish (covered) on a steam bath until all 
of the carbonates are decomposed. 
If desired, the cooled melt may be di- 
gested in water before the acid is added. 
Remove the dish, rinse the cover glass 
with a small quantity of water, and 
allow the solution to evaporate to 
dryness. Add 10 to 15 ml of HCIO4 
(60 per cent), and transfer the dish to a 
hot plate at about 200 to 220 C. Heat 
until fumes are evolved freely, then 
cover with a watch glass, and allow 
fuming to continue for 20 min. Suffi- 
cient HCIO4 should be present to prevent 
the contents of the dish from becoming 
dry. Remove the dish, cool, and dilute 
the contents with about 50 ml. of hot 
water. Stir to dissolve soluble salts, 
place the dish on a steam bath, and digest 
for 10 min. Pour the supernatant 
solution through a loose filter paper and 
flood the residue with about 10 ml. of 
hot diluted HCl (2:98). Stir and grind 
the solid lumpy material with a glass 
rod; then pour the solution through the 
filter. Transfer the precipitate com- 
pletely to the filter by means of hot 
diluted HGl (2:98), using a rubber 
policeman, and continue washing the 
paper and precipitate with eight to ten 
small portions of the diluted HCL 

If desired the first dehydration can, be 


made as described in the Procedures for 
Referee Analysis (Section 6 (a)); in this 
case add 10 to 15 ml. of HCIO 4 (60 per 
cent) before the second evaporation. 
Evaporate the filtrate and washings in 
a 600-mL beaker of heat-resistant glass® 
on a hot plate to a small volume; then 
heat at a reduced rate until copious 
fumes of HCIO4 appear. Rinse the 
inside of the beaker by means of 10 ml. 
of HCIO4 added from a pipette. Cover 
the beaker and continue heating for 
about 10 min. while dense fumes of 
HCIO4 are evolved. 

(b) Allow the beaker to cool, and 
rinse the inside surface with about 
50 ml. of distilled water. Digest for 
10 min. on a water bath; then filter 
through a tight paper. Transfer the 
small precipitate completely to the 
paper, and wash paper and precipitate 
with ten portions of hot diluted HCl 
(2:98). Place both papers and pre- 
cipitates in an untared 20-mL platinum 
crucible, add 3 or 4 drops of diluted 
H2SO4 (1:1), and ignite slowly in a 
muffle furnace until the carbon is 
burned off and the residue is white. 
Cover and heat over a blast flame or in a 
muffle furnace at about 1200 C. for 
20 min., cool in a desiccator, and weigh. 
Repeat ignition to constant weight. 
Moisten the residue with water, add 
about 10 ml. of HF and 1 drop of 
H2SO4, and evaporate to dryness on a 
hot plate. Cover the crucible and heat 
at approximately 1200 C. for 1 to 2 min. 
Cool in a desiccator and weigh. The 
loss in weight represents Si 02 . 

(c) Calculation . — -Calculate the per- 
centage of Si 02 as follows : 

Si02, per cent = wt. of SiOa X 200 

Note. — ^The net result obtained by this 
method is ordinarily slightly high (0.1 to 0.2 per 
cent) if B2O3 up to 2 per cent is present. 
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Determination of BaO, R2O3, CaO, 
MgO, NaaO, and K2O 

Reagents 

24. {d) Standard Potassium Perman- 
ganate Dissolve 44 g. of 

KMn04 ill distilled water, and dilute to 
20 liters. This solution should stand 
for, 3 to 4 months, and I- to 3-liter 
portions of the clear supernatant liquid 
may then be siphoned off as required. 
Standardize against a solution containing 
a known amount of CaCh by the pro- 
cedure used in determining calcium 
(Section 28) rather than against sodium 
oxalate. 

(b) Standard Potassium Bromate (0.2 
N) for MgO. — Dissolve 120 g. of 
KBrOa in distilled water and dilute to 
20 liters. Standardize against a known 
MgCb solution by precipitating the 
ciuinolate as in the procedure for mag- 
nesium (Section 29), filtering, washing, 
dissolving with HCl, and titrating, using 
0.1 iV sodium thiosulfate for the back^ 
titration. 

(c) Sodium Thiosulfate (01 N ). — 
Dissolve 25 g. of pure Na2S203-SH20 in 
recently distilled water and dilute to 
1 liter. To obtain the equivalent of 
1 ml. of thiosulfate in terms of standard 
bromate, add 10 ml, of bromate from a 
burette to 100 ml. of cool water con- 
taining 5 ml. of HCl; then add 10 ml. of 
KI (20 per cent), and titrate the liber- 
ated iodine with thiosulfate, using starch 
as indicator near the end point. The 
volume of bromate divided by the 
volume of thiosulfate (expressed to two 
decimal places) represents the volume of 
bromate equivalent to 1 mi. of 
thiosulfate. 

(d) Standard Magnesium Chloride 
Solution. — Dissolve 1 g. of pure MgO in 
HCl and dilute to 2 liters. The exact 
concentration of MgO may be checked 
by a gravimetric determination (either 
as pyrophosphate or as quinolate ignited 
to MgO) on a 50-mL aliquot portion. 


(a) 8-Mydfoxyquimlim Solntkm (5 
per cent). — 5 g. of S-iiydroxyquinoiine, 
add 12 ml. of glacial acetic acid. Stir 
until dissolved, and dilute with 75 ml. 
of distilled water. Heat to 60 C. and 
stir until solution is .complete,.' then 
filter into an amber bottle and dilute to 
100 ml. 

(/) Potassium Iodide -“-Dis- 

solve 5 g. of KI ill 25 ml. of distilled 
water and filter (if necessary). Store in 
an amber bottle. The solution dete- 
riorates on long standing, and should be 
water-white when used. 

(g) Starch Indicator. — Mix 2 g. of 
soluble starch with a little cold water and 
add to 100 ml. of boiling water. Cool 
and add 10 ml of KI (25 per cent) and 
10 ml. of NaOH (10 per cent). This 
solution keeps well over a fairly long 
period of time. 

(h) Zinc Uranyl Acetate Reagent for 
Na%0. — Transfer 100 g. of uranyl ace- 
tate, UO2 (CH3COO)2 *21120, and 300 g. 
of zinc acetate, Zn (CH3COO)2 • 2H2O, 
to a bottle. Add 90 ml. of acetic acid 
(30 per cent) and then 810 ml. of warm 
water. Shake at intervals for a few 
hours. If the solution remains clear, 
add a few cr3^stals of NaCi so as to 
saturate the solution with respect to 
sodium zinc uranyl acetate. Filter small 
portions of the reagent as required, 

(i) Chloroplatinic Acid Solution for 
KoO . — Dissolve 15 g. of chloroplatinic 
acid, H2PtCl6 * 61120, in 50 ml of water 
containing 5 ml. of diluted HCl (1*. 1). 
One milliliter will contain about 0.1 g. of 
platinum, equivalent to 0.05 g. of K2O. 

(j) Barium Chloride Solution {10 per 
ce7^0*"”I^lssolve 100 g. of BaCl2*2H20 
in 1000 ml. of water, allow to stand for 
24 lir,, and filter if the solution is not 
clear. 

Preparation of Solution ' 

25. Transfer 2 g. of the prepared 
sample (Section 4) to a 75-mL platinum 
dish, moisten with water, and add 1 ml. 
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of HNOs. to iTil of IICIO4 (60 per cent), 
and about 25 ' ml. of FIF (48 per cent).- 
Evaporate on a steam bath to- small 
volume, and then add about 10 ml. 
more of HF. Again evaporate to small 
volume.' Transfer the dish to a hot 
plate (200^ to 215 C.) and allow to fume 
until about one half of the HCIO4 is 
expelled. Examine for particles of un- 
decomposed glass, and, if any are noted, 
add 5 ml, more of HF (48 per cent), and 
again evaporate to copious fumes. Cool 
the dish, and rinse down the inside 
surface with 5 ml of HCIO4 (60 per cent) 
added from a pipette. Return the dish 
to a hot plate, and allow to fume briefly. 
Cool the dish, add about 0.5 g. of boric 
acid, and rinse down the inside of the 
dish with a little distilled water. Again 
evaporate to fumes, and continue the 
heating until most of the acid is elimi- 
nated, but not to the point where the 
residue appears dry. (A deep yellow to 
orange color at this point indicates that 
the glass contains chromium.) Add 50 
ml of hot water and 2 ml, of HCl and 
stir until the soluble salts are entirely 
dissolved. (The solution may be turbid 
if the glass contains both BaO and SO3.) 
(Note). Rinse into a 200-ml volumetric 
flask, cool to room temperature, and di- 
lute to the mark. Mix thoroughly, and 
quickly pipette out the following aliquot 
portions: 

(1) 100 ml (1 g. of sample) into a 
600-ml beaker for BaO, “R2O3/' 
CaO, MgO. 

(2) 10 ml (0.1 g. of sample) into a 
50-ml. beaker for Na20. 

(i) 50 ml (0.5 g. of sample) into the 
^ , platinum' dish for K2O. 

Nom.-—Large amounts of BaO and SO3 oc- 
curring together may cause difficulty through 
separation of BaS 04 . In such case, decompose 
a separate 1 g. sample of glass for each deter- 
mination of BaO, R 2 O 1 , CaO, and MgO. 

Determination of BaO , 

26. (a) Neutralize the reservedlOO-ml. 
aliquot portion (Section 25) with 


NFr40H, using methyl red as indicator. 
Then add 1 ml of liCi. ' Dilute to 
.about 150 ml., cover the beaker, heat 
to 'bo.ilmg, and add 10 ml of diluted 
H2SO4 (1:9) from a pipette. Continue 
the boiling for 10 min.; then transfer to 
the steam bath and digest for 45 min. 
Filter through a tight paper, transfer 
the precipitate completely, and wash on 
the paper with four portions of •warm 
water. Reserve the filtrate and wash- 
ings for the determination of R2O3. 
Ignite the precipitate slowly in a tared 
porcelain crucible in a muffle furnace 
until the carbon is burned; then heat at 
about 1000 C. for 15 min. Cool in a 
desiccator, and weigh. (If the residue 
is not white, add a drop .of H2SO4, heat 
gently until the acid is vaporized, then 
again ignite, cool, and weigh.) 

(b) Calculation . — Calculate the per- 
centage of BaO as follows: 

BaO, per cent ** \vt. of BaS 04 X 65.7 

Determination of R2O3 

27. {a) Add 5 ml of HCl to the fil- 
trate from the BaO determination (Sec- 
tion 26) and boil for 5 min. to make sure 
that chromium is reduced to the tri valent 
state. Add diluted NH4OH (1:1) drop 
by drop until the color of methyl red 
just changes to yellow, cover the beaker, 
and allow the contents to boil for 2 min. 
Filter immediatel}?' through a loose paper, 
rinse the beaker twice, and wash the 
precipitate on the paper four ti.mes with 
small quantities of hot, iieutraF am- 
monium chloride solution (2 per Gent). 
Reserve the filtrate for the determina- 
tion of CaO. 

(i) Ignite the paper and precipitate 
in a tared platinum .crucible, first in a 
muffle furnace , u.ntil ; .the carbon is 
eliminated, and .finally ' for 10 min. 
at about 1200 C. Cool in a, desiccator, 
and weigh. 

{c ) , Calculation.— Cdlcnld^it the . per- 
centage of R2O1 ■ (including AlaOs, Cr203, 
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FeA, TiOa, ZrOa, PaOs, aad VjOs) 

.asfollows: 

RsOs, per cent ™ wt. of precipitate X 100 

Determination of CaO 

28. (a) Vdmnetrk Method . — ^Ileat the 

reserved filtrate from the R 2 O 3 separa- 
tion (Section 27) to boiling in a covered 
beaker and add slowly 20 ml. of .satu- 
rated ammonium, oxalate solution from 
a pipette, Continue boiling for 5 min., 
transfer to a steam bath, and digest for 
20 min. Filter through a tight paper, 
rinse the beaker two or three times with 
warm water, and wash the paper and 
precipitate four times with warm water 
(60 C.). Reserve the filtrate for the 
determination of MgO. Unfold the 
paper, and rinse the oxalate precipitate 
back into the original beaker by means 
of a stream of warm water. Discard 
tlie paper. Dilute to about 100 ml, 
add 20 ml. of diluted H 2 SO 4 heat 

nearly to boiling, and titrate with 
standard IvMn 04 solution to the first 
permanent pink. Calculate the per- 
centage of CaO as follows: 

CaO, per cent »= VA X 100 

where: 

V == volume in milliliters of KMn 04 
solution required for titration, 
and 

A « CaO equivalent of KMn 04 so- 
lution. 

{h) Gravimetric, Method, — Alterna- 
tively, the calcium oxalate may be 
ignited to the oxide and weighed as 
.described in: Section 11 . 

Determination of MgO 

29. (ij) Dilute to 500 ml the filtrate 
reserved from the CaO separation (Sec- 
tion, 28), .add, 10 ml. of 8 -hydroxyquino- 
line solutio.n. (5: per cent). ( 1 . ml. =*= 
0.006. g. of MgO), and. warm to.60 ,C. 
Add diluted NtUOH (1:1) drop by drop, 
while stirring vigorously, . until . a pre- 
cipitate starts to form, then add, drop 
by drop, an excess of 10 ml. of NH4OH. 


Allow to' settle for at least ' 20 mim 
Filter on a , fritted glass, crucible of 
medium porosity with suction.,. ' , "Frans- 
fer the precipitate by means of a rubber 
policeman, and wash four times with 
cold diluted NtUOH (1:200). Discard 
the filtrate. 

( 6 ) Volumeiric M eilwd. — ^Dissolve , the 
precipitate (Paragraph (a)) by means 
of 30 ml. of warm (60 C.) diluted , HCl 
( 1 : 1 ) added in small quantities and 
drawn through the filter with suction; 
wash thoroughly with hot water. Col- 
lect the solution in a 500-mL Erlen- 
meyer flask, and dilute to about 100 nod. 
Cool the flask to about 20 C. Add 
1 g. of KBr crystals, and then add 
standard KBrOa solution from a burette 
until a slight excess is present, as shown 
by the formation of a blue color when a 
drop of the solution is brought in con- 
tact with starch iodide paper. The 
excess of bromate should not exceed 2 
to 3 ml Allow to stand for about 1 min. 
to complete the bromination. Add 5 ml. 
of fresh KI solution (20 per cent) (re- 
sulting in a brown color or brown pre- 
cipitate) and titrate with standard 
thiosulfate until most of the brown color 
has disappeared. Add 1 ml. of starch 
solution, and continue the titration to 
the disappearance of the blue color. 
Calculate the bromate equivalent of the 
thiosulfate, and subtract from the origi- 
nal volume of bromate to find the net 
volume equivalent to the MgO. Calcu- 
late the percentage of MgO as follows: 

MgO, per cent =« VA X 100 

where: 

V = net volume in milliliters of bro-: 
mate solution required for 
titration of the MgO, and 

A == MgO' equivalent of the bromate 
solution. 

(c) Gravimetric M,ei}wds—Tht follow- 
ing gravimetric methods may be used 
for the routine determination of MgO: 

(i) The magnesium precipitate (Para- 
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graph, (a)); may be: dried to constant 
■■ w'eight at 130 to 140 C. on the fritted, 
.glass filter and we,iglieci as magnesium 
hydroxyquinolate (Mg(C 9 H 6 NO) 2 ), if de- • 
sired. . 

MgO,. per cent = wt. of Mg(Cs.H 6 NO )2 X 12.9 

(^) The magnesium precipitate (Para- 
graph (a)) may be caught on a filter 
paper and converted to MgO by igniting 
gradually until the carbon is burned 
and finally heating at 1000 C. 

MgO, per cent « wt. of MgO X 100 
Determination ' of Na20 

30. (a) Evaporate the reserved lO-ml. 
aliquot portion (Section 25) in a 50-mL 
beaker to about 1 ml. on a hot plate. 
Cool, and add slowly 20 mL of the zinc 
uranyl acetate reagent while stirring. 
Continue the stirring for 3 min. Allow 
the precipitate to settle for at least 20 
min. at room temperature, then filter on 
a weighed fritted glass filter of medium 
porosity with suction. Extreme tem- 
peratures should be avoided; tempera- 
tures controlled at approximately 21 C. 
(70 F.) are preferable. Transfer the pre- 
cipitate completely by means of several 
small quantities of the precipitating 
solution contained in a wash bottle, 
using a rubber policeman. Wash the 
precipitate on the filter twice with 2- 
ml. quantities of the same solution, then 
six times with small volumes of acidified 
(1 ml. of acetic acid in 100 ml. of alco- 
hol) 95 per cent ethyl alcohol that has 
been saturated at room temperature 
with sodium zinc uranyl acetate. Allow 
the wash solution to drain through com- 
pletely between washes. Finally, wash 
the precipitate twice with 5-mL portions 
of ether, added from a pipette. 

Continue to draw air through the filter 
for a minute or two after the precipitate 
appears dry, wipe off, the crucible, set it 
aside near the balance, for 10 to i5.-min.,. 
and weigh. : The empty crucible- may. be 
washed and dried in the same manner at 


the start and weighed - as soon as it 
reaches room temperature. As a check 
on the presence of significant amounts of 
foreign insoluble matter in the precipi- 
tate, the crucible can be put under suc- 
tion, the sodium zinc. iiraiiyL acetate 
dissolved in hot water, and the crucible 
reweiglied after final washing with etber. 

(b) Calculation , — Calculate ; the per- 
centage of Na20 as follows: 

N'a 20 , per cent = wt. of precipitate X 20.15 

Determination of K2O 

31. {a) Evaporate the reserved SO-mL 
aliquot portion (Section 25) to dryness 
in the 75-ml. platinum dish, and heat 
on the hot plate to eliminate free 
HCIO 4 . Perchlorates need not be de- 
stroyed, but all free IICIO 4 should be 
eliminated. Cool, rinse down the inside 
of the dish with a little water, and add 
about 1 ml. of PICl and O.S ml. of 
chloroplatinic acid solution. Evaporate 
nearly to dryness on the steam bath so 
that the residue solidifies on cooling. 
Add about 20 ml. of ethyl alcohol (80 
per cent), stir to dissolve all soluble 
salts, crush the residue with the flat- 
tened end of a glass rod, and filter 
through a fritted glass filter of medium 
porosity with suction. Wash the residue 
once or twice by decantation, transfer 
to the filter, and wash two or three times 
more on the filter with ethyl alcohol 
(80 per cent). Using a 100-mL beaker 
as the receiver, rinse out the dish with 
hot water, pour it through the filter, 
and wash thoroughly to dissolve all 
potassium chloroplatinate. Add 2 ml. 
of HCl and a strip of magnesium ribbon 
to the solution, and warm while stirring 
until all of the platinum is reduced. 
The reduction with magnesimii is con- 
veniently, made by '.wrapping the ribbon 
around the end of the stirring rod. Add 
more magnesium if necessary, and finally 
boil the .solution, for a: few- minutes. 
After, settling,, the .solution will be .color- 
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less if the reduction of the chloroplati- 
nate is complete. Filter and wash the 
platinum several times with hot water. 
Ignite in a porcelain crucible in a muffle, 
gradually at first, and finally at 1000 C, 
for S min. Cool in a desiccator, and 
weigh. 

(6) Calculate the per- 

centage of K 2 O as follows: 

iCsO, per cent = wt. of platinum X 96.5 
Boric Oxide 

Reagents 

32. (a) Bromcresol Purple Indicator 
{OM per cent ). — ^Treat 0.10 g. of brom- 
cresol purple with 18.5 ml. of 0.01 N 
NaOH, and dilute to 250 ml with 
water. (Methyl red or |5)-nitrophenol 
may be used instead of bromcresol 
purple.) 

(6) Phenolphthalein Indicator {0.5 per 
-Dissolve 1.0 g. of the reagent in 
100 ml of 95 per cent ethyl alcohol, 
and dilute to 200 ml. with water. 

(c) Hydrochloric Acid {approximately 
0.1 N ). — Prepare an approximately 0.1 N 
HCl solution free of CO 2 . 

{d) Sodium Hydroxide {approximately 
1 N ). — ^Prepare an approximately IN 
NaOH solution free of CO 2 and B2O3. 
Solutions of NaOH attack borosilicate 
glass. Consequently all such solutions 
should be freshly prepared, or stored in 
bottles containing no boron. 

{e) Sodium Hydroxide {0.05 N ). — 
Prepare an approximately 0.05 N NaOH 
solution free of CO 2 , and standardize 
against the National Bureau of Stan- 
dards standard sample 84a of acid po- 
tassium phthalate. 

Procedure 

33. (a) Intimately mix 1.000 g. of 
the prepared sample (Section 4) and 
'2.0 g. of Na 2 C 03 in a platinum crucible, 
and heat until a clear melt is obtained. 
Rotate the crucible while cooling so 
that the melt solidifies in a thin layer. 


Add 10 ml of diluted HGI (1:1), cover, 
and allow to digest at room temperature 
with occasional stirring with a glass rod 
until the melt is disintegrated. 

. {b) Transfer to a 100-ml. glass-stop- 
pered cylinder, rinse the crucible- several 
times with smal quantities ^ of water, 
and dilute to 25 ml . Add 25 ml. of 
absolute ethyl alcohol and 50^ M 
anhydrous ether. Stopper the graduate, 
-and mix the contents by vigorous inter- 
mittent, shaking over a 5 min. period. 
Finally, allow the cylinder to stand for 
an hour or more, or until the two liquid 
layers have separated completely. Note 
and record the volumes of the two 
layers. Pipette out 50 ml of the upper 
(ether-alcohol) layer, and transfer to a 
200-ml Erlenmeyer flask. 

(c) Add 1 drop of bromcresol purple 
indicator, then add I N NaOH- drop 
by drop, while shaking vigorously, until 
a permanent blue end point is reached. 
Add 1 ml. of 0.5 per cent phenolphthalein 
solution, and continue the addition of 
the NaOH to a pink end point. Finally, 
add an excess amounting to about three 
times the volume used between the two 
end points (never less than 1 ml). 
Add about 50 ml of water, and warm 
the solution carefully on the steam bath 
until the ether layer has evaporated; 
then transfer the flask to a hot plate 
and allow to boil until most of the alcohol 
has been eliminated. Cool, add diluted 
HCl (1:1) drop by drop until the solu- 
tion is just acid, then add 1 A NaOH 
to faint alkalinity.^ Treat with 0.1 N 
HCl until definitely acid (5 to 10 drops 
excess), warm on the steam bath, attach 
to a vacuum line, and allow to boil 
under reduced pressure for a few min- 
utes to eliminate dissolved gases. 

{d) Cool to room temperature, add 
0.05 NaOH from a burette until the 


^ With glasses containing zinc, this procedure results 
in its complete precipitation as the hydroxide, which may 
be eliminated by filtration. This step also removes all of 
the iron, which is likely to be troublesome if present in 
abnormal amounts. 
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color changes from yellow to. blue, and 
record the burette reading. Add about 
1 g. of mannite, and continue- the titra- 
tion to a permanent pink color that is 
not destroyed by further additions of 
mannite. 

(e) CalctdaHon»---The volume ■ ■ of 
NaOH solution, required between the 
blue and the pink end points (Para- 
graph (d) ) provides a measure of the boric 
acid contained in the aliquot portion 
of the ether layer. It is then possible 
to calculate the amount of boric acid 
contained in the entire, ether layer,' and- 
from a knowledge of the distribution 
ratio, the quantity in the aqueous layer. 
The boric oxide content of the sample 
is' calculated, as follows: , 

B 2 O 3 , per cent == F X 0.00348 

where: 

F = volume in milliliters of 0.05 N 
NaOtl required for titration 
of 50 ml. of the alcohol-ether 
.layer,.. 

A = volume in milliliters of the 
alGohol-ether layer, 

B- ==' volume in milliliters of . the 
aqueous layer, and 

K partition coefficient. ■■ 

Note, — The value of K (partition coefficient) 
is taken as 0.36 for ordinary laboratory temper- 
atures of about 25 C. If the extraction is made 
at a room temperature of 30 C. or higher, the 
value becomes ' 0.34. 

(f) Blank Titration ---The percentage 
of B2O3 shall be corrected by a blank 
on the reagents. This may be done 
conveniently by repeating the entire 
procedure (Paragraphs {a) to (e)) with 
a glass (such as the National Bureau of 
Standards standard sample No. 80) 
known to contain no boron. 

Fluoiune. 

IReageiits ' 

34. (a) Thormm Nitrate (OJ N ). — 
dissolve: B of Th(N 03 ) 4 - 4 H 20 


in ■ water -and dilute to 1 liter. Stan- 
dardize against the standard fluorine 
solution described in , Parag.raph (6) 
by titrating as described in Section 35. 

(b) Standard Fluorine Soliiiion,~D\s- 
solve 0,442 g. of pure NaF in 1 liter of 
water. One milliliter of this solution 
will contain 0.0002 g. of fluorine. If 
pure NaF is not available, it may be 
prepared by . treating pure Na'HCOs 
with an' excess of pure HF in a tubulated 
Gooch crucible or in a small platinum 
dish, evaporating the excess of HF, 
and heating to, about 600 C. in an at- 
mosphere of^ nitrogen. The NaF: should 
be cooled, in nitrogen and stored over a 
good desiccant. 

{c) Buffer: Bobiiion, — ^Dissolve .9,45 g. 
of monocliloracetic acid and 2.00 g. of 
NaOH. in 100 ml. .of water. : 

(d) Sodium Alizarin Sulfonate Indica- 
Prepare an. aqueous 0.05 per cent 
so.lution. 

Procedure 

35. (a) Fuse , 1 g. . of . the prepa.red 
■sample (Section 4) wit.h 4 g, of Na 2 C 03 
in. a platinum crucible, and .allow the 
melt to solidify in a thin la 3 ?'er. Nearly 
fill the crucible ' with . water, and allow 
to digest. on the steam bath , until . the 
melt is thoroughly disintegrated. .Trans- 
fer -'the disintegrated melt to a 2S0-mL 
Claissen flask, rinsing the crucible sev- 
eral times with .water. The flask should 
contain, eight to ten glass beads to 
prevent bumping- Add cautiously 35 
nil. of H2SO4 while the flask is kept cool 
■in running water. Close the flask with 
a two-hole rubber stopper through w^hich 
passes a thermometer and a 4-mm. glass 
tube extending nearly to the bottom of 
■'the flask. Connect the tube to a 2-liter 
Florence flask filled wdth water, which 
serves- as. a steam generator. Close the 
connection between the generator and 
distilling flask by means of a pinchcock. ' 

(b) Connect the distilling flask, to. the 
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condenserj and distill until tlie tempera-' 
ture. of the liquid reaches 135 C. In 
the meantime, heat the water in the 
Florence flask to boiling, and when a 
temperature of 135 C, is reached, admit 
steam into the Claissen flask. Adjust 
the rate of flow of the steam (by regu- 
lating the burners under the two flasks) 
so as to keep the volume and tempera- 
ture of the contents of the Claissen flask 
about constant. Continue the distilla- 
tion until about 400 ml. of distillate 
has collected. Add phenolphthalein and 
suflicient 1 N NaOH to the distillate 
to make it distinctly alkaline, and 
evaporate to about 100 ml. 

{c) Cool the , solution, then add 10 
drops of sodium alizarin sulfonate indi- 
cator and diluted HCl (1:1) until 
slightly acid. Neutralize with 1 N 
NaOH, then make faintly acid with 0.1 
N HCL Add 1 ml. of the buffer solu- 
tion and titrate with 0.1 N thorium 
nitrate to a faint, permanent pink. A 
blank determination should be made, 
using a glass that contains no fluorine 
(such as the National Bureau of Stand- 
ards standard sample No, 128). 

(d) Caladation . — Calculate the per- 
centage of fluorine as follows: 

Fluorine, percent = VF X 100 


where: 

V = volume in milliliters of thorium 
nitrate solution required for 
titration, and 

F = fluorine equivalent of the tho- 
rium nitrate solution. 

Sulfur Trioxide 

Procedure 

36. (a) Decompose 3 g, of the pre- 
pared sample (Section 4) by treatment 
with HCIO 4 and HF exactly as de- 
scribed in Section 25 and transfer the 
solution to a 600-mL beaker. Dilute 
to about 200 ml., neutralize with NH 4 OH, 
then add HCl until an excess of 2 ml. 
is present. Cover the beaker, heat to 
boiling, and add 10 ml. of BaCb (10 
per cent) drop by drop from a pipette- 
Continue boiling for 10 min., transfer 
to a steam bath, and digest for 45 min. 
Filter through a tight paper, transfer 
the precipitate completely, and ^vash 
paper and precipitate with four portions 
of warm water. Ignite slowly in a 
tared porcelain crucible until the carbon 
is burned, and finally heat at about 1000 
C. for 10 min. Cool in a desiccator, 
and weigh. 

{b) Calculation . — Calculate the per- 
centage of SO3 as follows: 

SOa, per cent = wt. of BaS 04 X 11.43 



Standard Method of 
FLEXURE TESTING OF GLASS' 

DETERMINATION OF MODULUS OF RUPTURE 



A,S.T.M. Designation: C 158-43 
Adopted, 1943.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation C 158; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determining the modulus 
of rupture of glass, that is, the stress in 
flexure which a specimen of the glass 
develops at rupture. In practice the 
modulus of rupture is usually taken as 
the stress at which the specimen breaks 
in the flexure test. 

Apparatus 

2. {a) Testing Machine . — The loading 
device shall be sufficiently adjustable to 
give a uniform rate of increase of stress 
in the specimen of 10,000 ± 1,000 psi. 
per min. (7.0 ± 0.7 kg. per sq. mm. per 
min.). The apparatus shall be suitably 
insulated from any external vibration. 

{b) "Bearing Edges,’— Bov ' the support 
of the test specimen a set of two knife- 
edge bearing surfaces approximately 
^ in. in radius and made of brass or 
mild steel shall be provided. The sup- 
ports shaE be spaced 8 in, between 
centers. The load shall be applied 

^ ^ Under the standardization procedure of the Society* 
this method is under the jurisdiction of the A.S.T.M. 
Commlttee C-W on Glass and Glass Products. 

s Prior to adoption as standard, this method was pub- 
lished as tentative from 1940 to 1943, being revised in 
1943 . : . 


through a third knife-edge bearing lo- 
cated centrally between the supports and 
mounted in such a manner that the 
applied load acts always in a vertical 
line. For the testing of fiat specimens, 
the central bearing and one of the 
outer bearings shall be pivoted later- 
ally to compensate for minor irregu- 
larities of the. test specimen. 

Test Specimens of Rods 

3. (a) Preparation of Specimens. — In- 
formation concerning the method of 
manufacture of the glass and the rods 
shall be supplied with the samples. 
Any special treatment given the ma- 
terial shall be indicated. At least 30 
specimens . shall be used for one test 
(Note). .Test specimens shall be, at 
least 10 in. in length ■ and f , zh in. in 
diameter. Although most rods are of 
elliptical ' section, the maximum and 
minimum diameters of the specimen sliaE 
not 'differ by more than 0.020 in., nor 
shall either diameter vary by more than 
0.005 in. in 10. in. The specimens shall 
be straight within | in. in 10 in., and the 
curve, if present, shall be in one plane 
only, 
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( 5 ) Mxamination of Specimens, ’—Aitex 

careful inspection, test specimens con- 
taining any obvious defect shall be dis- 
carded. At least ten of the specimens 
shall be examined for strain. If any of 
these is not within the requirements 
prescribed in the Appendix, the re- 
mainder of the specimens shall be ex- 
amined and those exceeding the strain 
test limit shall be rejected. 

Note. — In view of the large variation en- 
countered in measurements of the modulus of 
rupture, not only a large number but a wide 
range of samples is essential. For example, in 
the case of rods the specimens should be cut 
from a number of different lengths of cane; speci- 
mens of flat glass should be taken from several 
sheets, or at least from several regions of a single 
sheet. Otherwise, the results may be represen- 
tative of only a small sample. 

Test Specimens of Flat Glass 

4. (a) Preparation of Specimens , — 
Test specimens of flat glass shall be cut 
from sheet stock with a diamond or a 
steel wheel. Both longitudinal cuts 
shall be on the same original surface, and 
none of the original edge of the sheet 
shall be used as the longitudinal side of 
a specimen. The end cuts may be made 
on either surface. The direction of cut- 
ting approximately half the total num- 
ber of specimens shall be perpendicular 
to the direction of cutting the remainder. 
At least 30 specimens shall be used for 
one test (Note, Section 3). Specimens 
shall be approximately 10 in. in length 
and 1| ± -^2 in. in width. Specimens of 
plate glass shall be i dh 0.030 in. in 
thickness. Drawn glass shall be desig- 
nated in commercial or calipered thick- 
ness within plus or minus 0.010 in. 
The thickness of any specimen shall not 
vary by more than plus or minus 
0,005 in. 

{b) Examination of Specimens , — Kny 
specimen may be rejected for defects 
considered likely to cause undue weak- 
ness. Specimens showing surface 


scratches, poor cutting or splinters, re- 
entrant angles or irregularities on' the 
side opposite the cutter mark shall be 
rejected. Annealing shall be such; that 
the stress at the center, viewed edge- 
wise, does not exceed 200 psi. (Ap- 
pendix). 

Procedure 

5. Specimens having cut : edges shall 
be broken with the cutter marks on the 
side under compression. The permis- 
sible initial load shall not exceed that 
corresponding to a stress of approxi- 
mately 4000 psi. The specimen shall 
be bent until fractured under a constant 
loading rate such that the rate of increase 
of stress is 10,000 rb 1,000 psi. per min. 

Note. — No specimen may be rejected during 
test because of low flexural strength. 

Caiculation and Report 

6. {a) Calculation. — The initial stress, 
rate of increase of stress, and modulus 
of rupture shall be calculated as follows: 

Stress due to initial load: 

Wo 

Eo = - X E 

Rate of increase of stress: 



t 


Modulus for elliptical rod specimens: 

S- 20.36 i 

Modulus for rectangular specimens: 


where: 

i? = modulus of rupture in pounds 
per square inch, : b 
Ro = stress due to initial load in 
pounds per square inch, 
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. S = rate of Increase of stress ' in 
pounds per square inch, 

Wq — initial load; in pounds, . 

= breaking load in pounds, 

5 = width of specimen in inches, 
li = thickness of specimen in inches, 
and 

t = time from start of continuous 
loading rate to rupture in 
minutes. 


Note. — Metric units may be used by sub- 
stitution of the proper constants. 

(b) Repori.~~The report shall include 
the data itemized in Paragraph (a) and 
the maximum, minimum, arid average 
value of' the modulus of rupture for each 
group of similar specimens. The stand- 
ard deviation of the modulus of rupture 
shall also be obtained in accordance 
with the A.S.T.M. Manual on Presenta- 
tion of Data.® 


APPENDIX 


Method foe Measuring Strain 


At. Strains shall be measured with a cali- 
brated wedge or Bahinet compensator. 

A2. The stress optical coefficient shall be 
determined for unknown glass, but may be 
taken as 1 per inch of light path which is 
equivalent to 2,18 psi. (1 mju per centimeter of 
light path, equivalent to 0.389 kg. per sq. cm.) 
for common soda lime window, plate, and bottle 
glass, 

A3. Laths of glass shall not have more than 
200 psi. tension at the middle nor more than 
400 psi. compression at the surface. This is 
equivalent respectively to 90 m/i and 180 m^u per 
inch of light path in common glass. 


A4. Specimens of rods may be examined by 
viewing through a diameter distant at least four 
diameters from the nearest end. The apparent 
tension at the center shall not exceed 133 psi. 
(equivalent to 61 m^u per inch of diameter for 
common soda lime glass). As an alternative, 
specimens of rods may be examined by cutting 
a piece from the end and measuring the stress 
at the circumference by viewing it axially. The 
stress shall not exceed 400 psi. (equivalent to 
180 mju per inch of length for common soda lime 
glass). 

3 Proceedings, Am. Soc. Testing Mats,, Vol. 33, Part I, 
p. 453 (1933). Also available as a separate publication. 



Standard Method of 

HYDROSTATIC PRESSURE TEST ON GLASS CONTAINERS' 



A.S.T.M. Designation: C 147-43 
Adopted, 1943.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 147; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the test pro- 
cedure for determining the breaking 
strength of narrow-mouth glass con- 
tainers when subjected to a uniform 
internal h 3 ^drostatic pressure. The 
method is intended to determine the 
uniformity of glass bottles and the 
serviceability of pressure containers. 

Apparatus 

2. The apparatus,® a suitable type of 
which is illustrated in Fig. 1, shall 
embody the following principles: 

ia) The bottles to be tested shall be 
held by a split collar so designed that 
the bottle is not clamped but is sus- 
pended from the ‘^bead of the finish.” 

{h) A seal shall be provided which 


^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-14 on Glass and Glass Products. 

® Prior to adoption as standard, this method was pub- 
lished as tentative from 1939 to 1943, being revised in 1940 
and 1943. . . , ■ ■■ 

» Six-head and single-head automatic sustained pres- 
sure testing machines developed by the Preston Lapoia- 
tories meet these requirements. Detailed wording draw- 
ings of the apparatus are available at a notninal cost from 
the American Society for Testing Materials, 1916 Race 
St,, Philadelphia 3, Pa. 


will be watertight at the pressure to 
be applied. 

(c) An automatically controlled tim- 
ing mechanism shall be built into the 
machine so that the bottle will be under 
pressure for 1 zfc 0.02 min. 

{d) The apparatus shall be designed 
so that the weight is applied directly by 
gravity without any intermediate cams 
or levers. 

Sampling 

3. The method of sampling a group of 
bottles of a given type shall be in ac- 
cordance with Paragraphs {a) to (c) for 
the various situations described. 

{a) Sampling in Manufacturing Plant 
During Continuous Production: 

{!) For continuous routine checking 
of quality to insure that a predetermined 
standard of internal pressure strength is 
being maintained in the glassware, a 
sample of at least one bottle from each 
cavity or mold shall be taken every 3 hr. 
from the exit end of the annealiing lehr. 
If the margin between the strength of 
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the glassware and the .predetermined 
standard becomes low because of radical 
changes in the operations and adjust- 
ments of the machine, samples shall be 
taken at intervals sufficiently short to 
insure that all necessary information 


does not know which cartons will be 
opened by the sampler. 

(J) For a detailed test of new mold 
designs or of radical changes in m.acliine 
operations a sample of 10 bottles from 
each mold or cavity shall be required 



Front View Side View 

Fig. 1. — Pressure Testing Machine for Hydrostatic Test with Automatic Lift. 


concerning variations in strength is be- 
obtained, 

(2) For continuous routine checking 
of quality, including handling and pack- 
ing, one bottle from each cavity or mold 
shall be taken every 3 hr. from cartons 
packed by the inspector or the packer 
and in such a manner that the nacker 


for test. ■ In case the total number of 
molds shall be more than 10, a total of 
100 bottles distributed among the molds 
shall be, required for the test. The 
bottles shall be taken from the exit end 
of the annealing lehr. 

{b) Sampling New or Unused Aged 
Bottles in Original Containers in Ware- 
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house, Freight Car, or Truck— h sample 

of at least 100 bottles shall be taken in 
accordance with the principles of ran- 
dom sampling. If the group of bottles 
is contained in more than 100 cartons 
or cratesj not more than one bottle shall 
be taken from each container, and ran- 
dom sampling shall be applied to the 
various containers in selecting the ones 
to be ■ opened. If the bottles are con- 
tained in less than 100 cartons or crates, 
insofar as possible, equal numbers of 
bottles shall be taken from each con- 
tainer. If the bottles are in bulk rather 
than in cartons or crates, the principles 
of random sampling shall be applied to 
the various parts of the several rows, 
layers, or tiers. 

{c) Sampling Stock or Group of Used 
or Filled Bottles in a Bottling^ Packaging^ 
or Distribution Plants such Bottles Having 
Been Shuffled with Respect to Original 
Containers and Having Complicated and 
Unknown J/w/om^.^—Whether in cartons 
or in racks, layers, rows, or lines, a sam- 
ple of at least 100 bottles shall be taken 
in accordance with the principles of 
random sampling, and in accordance with 
Paragraph (5). If the group or stock 
contains bottles manufactured by more 
than one firm and of various vintages, 
the sample which is taken shall be large 
enough to represent proportionately all 
manufacturers and all vintages. When- 
ever possible, random samples of 100 
bottles from each manufacturer and of 
each vintage shall be tested. Bottles 
bearing no manufacturer’s trade-mark 
or other identification shall be tested 
separately. 

Procedure 

;4. (a) The , bottles shall be nearly 
filled with, water,, the permissible, air, 
space being governed by the length of 
plunger of the machine. The bottles 
shall then be placed in the split collar and 
the specified test pressure applied. If 


the bottle does not burst, this pressure 
will be automatically released at the, 
end of 1 min.' The test shall be con- 
tinued as described in Paragraphs (b) 
to (d), depending on the nature of' the 
sample. 

{b) Pass Test, — The '^pass test” at a 
specified pressure as described in Para-: 
graph {a) is sufficient for the routine 
testing of samples from continuous pro- 
duction in a manufacturer’s plant (see 
Section 3 (a) (i)). 

{c) Progressive Test {50 per cent Level), , 
— ^All samples obtained in accordance 
with Section 3 {a) {Z), (&), and {c) shall 
be given a ‘‘progressive test” in which 
the test described in Paragraph {a) is 
repeated, the pressure being increased 25 
psi. each time until the 50 per cent level 
is reached; that is, the pressure required 
to burst at least SO per cent of the 
bottles. 

{d) Progressive Test (Total). — As an 
alternative to the progressive 50 per 
cent level test described in Paragraph 
(c), the progressive test may be con- 
tinued until ail of the bottles break. 

Report 

5. The report shall include the fol- 
lowing information, depending on the 
particular procedure used in the test. 
In all cases the detailed technique and 
criterion followed in taking the random 
sample shall be reported. 

(a) Pass Test in Accordance with Sec- 
tion 4 (b): 

(1) Time of taking sample, 

(2) Number of samples, from each 
mold, if more than one, 

(J) The test procedure, and 

(4) Whether or not each bottle 
passed the test. 

(b) Progressive Test in A ccordance with 
Section 4 (c): 

(1) The initial breakage level or 
pressure and the number of bottles 
which broke at that pressure, and 
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{2) The pressure required to break 
50 per cent of the bottles, interpolated 
from the data to the nearest 5 psi. 
Report this figure as the ^^50 per cent 
breakage leveF’ or simply the “50 per 
cent level.” 


(<;) Progressive Test in Accordance with 
Section 4 {d): 

{!) The bursting pressures, and 
{2) The average bursting pressure 
(subtract 12.5 psi. to correct for the 
25 psi. loading interval). 



Standard Method of 

POLARISCOPIC EXAMINATION OF GLASS CONTAINERS^ 



A.S.T,M. Designation: C 148-43 


Adopted, 1943.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 148; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method for the polariscopic 
examination of glassware describes the 
procedure for determining the relative 
annealing stress in glass containers by 
comparison with reference standards. 
The method is intended to determine 
whether the annealing of the glass is 
commercially satisfactory. 

Note, — The method is not intended to eval- 
uate the cordiness or cord stresses due to com- 
position inhomogeneities. The ring section 
examination'"*, which is frequently used as a spe- 
cial means for investigating glass quality, is not 
yet included in this method. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Polariscope . — A polariscope con- 
forming to the following requirements: 
High brightness of field— at least 90 foot 
lamberts at the point where the glass- 
ware is held for examination and at least 

^ Under the standardization, procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-14 on Glass and Glass Products. 

» Prior to adoption as standard, this method was pub- 
lished as tentative from 1939 to 1943, being revised in 
1940 and 1943, 


50 foot lamberts at the edge of the field 
as observed with the polarizing element 
and protective element in operating 
position. The degree of polarization of 
the field at all points shall be not less 
than 99.0 per cent. The field shall be of 
sufficient size to permit the examination 
of glass containers 25 cm. (10 in.) in 
height at one viewing. A sensitive tint 
plate standardized to retard approxi- 
mately a full wave length of light of 
565 mil shall be used. 

(S) Reference Standards , — A set of 
standard disks of known internal stress. 

Note. — Recently the Glass Container As- 
sociation has prepared such a set of standard 
disks.'^ These disks or others prepared with at 
least the same degree of precision should be 
used for the comparison. These reference 
standards consist of a set of five disks, in- 
dividually checked for path difference, so 
mounted that they can be combined additively 
and their total effect observed in comparison 
with that of a container. The optical path 
difference in each case is 22.8 m/i at points i 
in. from edge. The methods of standardizing 
and value of errors have been completely 
described by Mr. T. D. Green in the private 
communications of the Glass Container As- 
sociation, 


s V. C. Swicker, “The Ring-Section Examination of 
Glass Containers,” Bulletin Am. Ceramic Soc., VoL 18, 
No. 4» pp. 143, to, 147 ,(1939). . , 


< A limited supply of standard disks are obtainable 
from the Glass Container Manufacturers Institute, Inc., 
New York, N.y. 
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Sampling 

3." The method of sampling shall be 
in accordance with Paragraphs (a) to (c) 
for the various situations described. 

(a) Sampling in Manufacturing Plant 
During Continuous Proditction. — For 
continuous routine checking of quality 
to insure that a predetermined standard 
of temper is being maintained in the 
glassware, a sample of glassware shall 
be taken across the lehr at least once 
every 3 hr,, such sample being large 
enough to represent any possible differ- 
ences in the annealing treatment across 
the lehr and large enough to represent 
the various types of bottles simultane- 
ously in the lehr. Usually 6 bottles will 
suffice. If the margin between the 
temper and the predetermining standard 
becomes low because of radical changes 
in operation, samples shall be taken at 
intervals sufficiently short to insure that 
all necessary information concerning 
variations in temper is being obtained. 

{b) Sampling New or Unused Aged 
Bottles in Original Containers in Ware- 
house^ Freight Car^ or Truck, — A sample 
of at least 100 bottles shall be taken in 
accordance with the principles of random 
sampling. If the group of bottles is 
contained in more than 100 cartons or 
crates, not more than one bottle shall 
be taken from each container, and ran- 
dom sampling shall be applied to the 
various containers in selecting the ones 
to be opened. If the bottles are con- 
tained in less than 100 cartons or crates, 
insofar as possible, equal numbers of 
bottles shall be taken from each con- 
tainer. If the bottles are in bulk rather 
than in cartons, or crates, the principles 
of random sampling shall be applied to 
the various parts of the several rows, 
layers, or tiers. 

{c) Sampling Stock or Group of Used 
or Filled Bottles in a Bottling^ Packaging, 
or Distribution Plant, Suck Bottles May- 


ing Been Shfffled with Respect to Original 
Cartons and Having Complicated and 
Unknown Histories, — Whether in cartons 
or in racks, layers,^ rows, or lines, a 
sample of at least 100 bottles shall be 
taken in accordance with the principles 
of random sampling, and in accordance 
with Paragraph {b). If the group or 
stock contains bottles manufactured by 
mor'e than one firm and of various vin- 
tages, the sample which is taken shall 
be large enough to represent propor- 
tionately all manufacturers and all 
vintages. Whenever possible, random 
samples of 100 bottles from each manu- 
facturer and of , each vintage shall be 
tested. Bottles bearing no manufac- 
turer’s trade-mark or other identification 
shall be tested separately. 

Procedure 

4. {a) Examination of Base of Cylin- 
drical Bottles, — In determining the grade 
of annealing or the temper of the base of 
an ordinary cylindrical flint bottle, the 
bottle shall be viewed through the base. 
The maximum broad color pattern 
(Note) in the base of the bottle shall be 
compared with the maximum color in 
various numbers of the standard disks 
by using the disks in numeric sequence 
(^^stacked” one on top of the other) to 
determine whether the maximum 
amount of color in the bottle base is less 
than that in .one disk, less than that in 
two and greater than one, greater than 
two, etc. It' is seldom possible, to 
obtain an exact match of the color of the 
bottle with the reference standards. 
The temper of the bottle shall then be 
recorded in accordance with the fol- 
lowing rules: 

■ When the color of a bottle is greater 

than that of N .disks, but. less than, iV' + ,1 disks, 
the temper is N + 1; ,that is, corresponding 
numerically to the larger number of disks,.' as 
follows; 
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Temper 1 . . ...... less than 1 disk 

Temper 2 .less than 2j greater than 1 disks 

Temper 3 ...... . .less than 3j greater than 2 disks 

Temper 4 .... , less than 4, greater than 3 disks 

Temper 5 less than 5, greater than 4 disks 

Temper 6 greater than 5 disks 


Note,— The color observed by the procedure 
described in Paragraphs (a), (&), and (c) should 
be the broad color patterns produced by an- 
nealing stresses, and this temper is considered 
the “lehr temper.** Local stresses clearly due 
to cords or composition inhomogeneities should 
be distinguished from the broad pattern and 
ignored in the assignment of the temper grading, 

(&) Examination of Square, Oval, and 
Irregular Shapes . — In determining the 
temper of square or oval and other ir- 
regular shapes, the polariscopic examina- 
tion shall be made at the curve or corner 
that shows the most color and the 


temper shall be recorded in accordance 
with the rule given in Paragraph (a), 

. {c) Examination of SidmaUs — In de- 
termining the temper of the sidewalls of' 
any bottle, the maximum color of any 
part of the sidewall shall be . matched 
with the maximum color in any part of ' 
the disks, and the temper shall be 
recorded in accordance with the rule ^ 
given in Paragraph {a). 

Report 

5. The report shall include a record 
of the temper gradings, and information 
concerning observed areas of localized 
strain arising from a cordy condition 
of the glass. 
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Standard Method oj 

THERMAL SHOCK TEST ON GLASS CONTAINERS^ 



A.S.T.M. Designation: C 149-43 
Adopted, 1943 2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 149; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test for deter- 
mining the relative resistance of com- 
mercial glass containers (bottles and 
jars) to thermal shock is intended to 
apply to all types of glass containers 
which are required to withstand tem- 
perature changes (thermal shock) in 
service such as in washing, pasteuriza- 
tion, or /‘hot pack’’ processes, or in being 
transferred from a warm to a colder 
medium or vice versa. 

Note, — I t is recommended that glassware 
subjected to this thermal shock test be not 
later subjected to the hydrostatic pressure test, 
because lower pressure strengths will be ob- 
tained. 

Apparatus ■ ; 

2. {a) The apparatus^ consists essen- 
tially of a basket for holding the glass- 
ware and two tanks, one containing hot 
water and one containing cold water. 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S,T.M 
Committee C-14 on Glass and Glass Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1939 to 1943, being revised in 
1940 and 1943, 

* Detailed drawings of satisfactory apparatus for this 
test are available at a nominal cost from the American 
Society for Testing Materials, 1916 Race St., Phila- 
delphia 3, Pa. 


An automatic mechanism for immersing 
and transferring the basket of bottles 
from the hot to the cold bath shall be 
provided and shall be so geared that 
exactly IS sec. wdll be consumed in the 
transfer. A suitable type of apparatus 
is illustrated in Fig. 1. 

{h) A device shall be provided to 
maintain the temperature of the baths 
within plus or minus 1 F. of the specified 
temperatures. Indicating controllers 
which operate solenoid valves to admit 
hot water to the hot tank or cold water 
to the cold tank are recommended. 
Otherwise, a dial thermometer should 
be attached and the valves operated 
manually. 

Sampling 

3. The method of sampling a group 
of bottles of a given type shall be in 
accordance with Paragraphs {a) to (r) 
for the various situations described. 

{a) Sampling in Manufackmng Plant 
During Continuous Prodtiction:^ 

(1) For continuous routine checking 
of quality to insure that a predetermined 
standard of resistance to thermal shock 

^ This paragraph editorially revised in September, 1946. 


I 
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is being maintained in tlie^ glassware,- a 
sample of at least one bottle from each 
cavity ormold shall be taken every 3 hr. 
from the exit end of the annealing lehr' 
If the margin between the shock resistance 
of the glassware and the predetermined 
standard becomes low because of radical 
changes in the operations and adjust- 
ments of the machines, samples shall be 
taken at intervals sufliciently short to 
insure that aU necessary information con- 


test. . In, case the total number of molds 
shall be more than 10 , a total of 100 
bottles distributed ^ among the molds 
shall be required ■ for the ' test. The 
bottles shall be taken from the exit end 
of the annealing lehr. 

(b) Sampling New ar Unused 'Aged] 
Bottles in Original Containers in Ware- 
house, Freight Car, or Truck.— A. samj-.le 
of at least 100 bottles shall be taken in 
accordance with the principles of random 


Fig. 1. — Automatic Thermal Shock Testing Machine. 


cerning variations in strength is being 
obtained. 

(2) For continuous routine checking of 
quality, including handling and packing, 
one bottle from each cavity or mold shall 
be taken every 3 hr. from cartons packed 
by the inspector or the packer and in 
such a manner that the packer does not 
know which cartons will be opened by 
the\.sampler. 

(3) For a detailed test of new mold 
designs or of radical changes in machine 
operations a sample of 10 bottles from 
each mold or cavity shall be required for 


sampling. If the group of bottles is con- 
tained in more than 100 cartons or crates,, 
not more than one bottle shall be taken 
from each container, and random sam- 
pling shall be applied to the various con- 
tainers in selecting the ones to be opened. 
If the bottles are contained in less than 
100 cartons or crates, insofar as possible, 
equal numbers of bottles shall be taken 
from each container. If the bottles are 
in bulk rather than in cartons, or crates> 
the principles of random sampling shall 
be applied to the various parts of the 
several rows, layers, or tiers. 
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Sampling Sl$c^ Group of Used 
or Filled Bottles in a Bottling^ Packaging^ 
or Disirikuiion Plants Such Bottles Eamng 
Been Shuffled with Respect to Original 
Containers and Having Complicated md 
Unknown Whether in ' car- 

tons or in laekSj layers, rows, or lines, 
a sample of at least 100 bottles shall be 
taken in aGcordance with the principles 
of random sampling, and in accordance 
with Paragraph (J), If the group or 
stock contains bottles manufactured by 
more than one firm and of various vin- 
tages, the sample which is^ taken shall be; 
large enough to represent . proportion- 
ately all manufacturers and all vintages. 
Whenever possible, ' random samples ' of 
100 bottles from each manufacturer and' 
of each vintage shall be tested. Bottles 
bearing no manufacturer’s trade-mark 
or .other ; identification . shall be, tested 
separately. , 

Procedure 

,4,. (ij) The temperature of the' baths 
shall be adjusted so that the cold bath 
is;,at 70 F. ,and,' theliot bath is at a tem- 
perature' hotter; than the ; cold ' bath ’ by 
the specified increment' (in most cases ■■ 
this increment will be 75 F. for' the first 
immersion). When the , temperatures 
of the baths are within plus or,' minus 
1 F. of those specified, the baskets shall 
be filled with bottles and immersed in 
the hot bath, allowed to soak for - 5 min;, 
then transferred to the cold bath and 
immersed for 30' sec., and then removed 
from the bath. The S-min. immersion 
. in the .hot bath shall be controlled 'within 
3 sec. and the time required for transfer 
from the hot to the cold bath shall be 
IS db : 0.33 ' sec. ■ During ; the test the 
apparatus shall be protected from drafts 
in a sheltered laboratory.. The- test, 
shall then be continued according to one 
of the alternatives in Paragraph (&) and 
{c)j depending on the nature of the 
sample. 


{b) Pass The /^pass test” at 

specified increment or temperature dif- 
ferential as described in Paragraph (a) 
is sufficient for the routine testing of 
samples from continuous production in 
a manufacturer’s plant (see Section 3 
(«) {!)). 

(c) Progressive Test . {50 per cent 
samples obtained in accord- 
ance, with Section '3 (a)' (2)., ■(&), and (i:) 
shall be given a “progressive test” in 
. which the test described in Paragraph 
{a) is repeated, thC' temperature differen- 
tiaTbemg; increased ' 5 F. each time ' by 
increasing' the temperature ; of the hot 
water, until at least 50 per cent of the 
bottles are .broken.' : — ' . ' 

■ NoTE—Bot ties wMch lia.ve not broken in the 
test should not .be used for further testing. 

Report 

-S. The report shall .include the follow-, 
-ing .information, .depending on the par- 
ticular .procedure used in the, test.' ..In 
all. cases . the.' detailed . 'technique ^ and 
. criterion followed, in ; taking .the random 
sam.ple '.shall be leported. . ' 

■ (a) Pass Test m Accor dance with Sec- 
tion 4 (b): 

• " ,. (/) Time of Taking sample, 

(2) Number; of samples taken from 
each mold, if more than one, 

' . . (J) The temperature differential 
employed in the test, and 
(4) Whether or not each bottle 
passed the' test. 

(b) Progressive Test in Accordance, with 
Section 4 {c): 

(/) The mitiaT breakage level and 

■ the number broken, and 

(2) The thermal shock differential 
. required to break 50 per cent of .the 
. bottles, interpolated .to the, ..nearest 
I F.; This figure is the “SO per cent 
breakage level” or simply the “50 'per 
cent.leveL”',, 
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Stafidard Speciji cations for 
DRAIN TILE‘ 



A.S.T.M, Designation: C4~24 
Adopted, 1914; Revised, 1916, 1921, 1924A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C4; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover three 
classes of drain tile as follows: 

Farm Drain Tile, intended for 
ordinary private drainage work on farms, 
for moderate sizes and depths, 

Standard Drain Tile, intended for 
ordinary district land drainage at moder- 
ate depths, 

Extra-Quality Drain Tile, intended 
for district land drainage, for consider- 
able depths and where an extra quality 
is desired. 

Basis of Purchase ■ 

2. The .purchaser shall specify the 
class or classes of tile to be supplied, 
whether Farm Drain Tile, Standard 
Drain Tile, or Extra-Quality Drain Tile. 
Standard Drain Tile shall be supplied 
where no other advance selection is 
stated. 

Basis of Acceptance 

3. {a) The acceptability of drain tile 
shall be determined (1) by the results 
of the chemical and physical tests herein- 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-6 on Drain Tile. 

» Editorially revisedin 1939, 


after specified, and (2) by visual inspec- 
tion, to determine whether the tile 
complies with the specifications as to 
dimensions, shape, and freedom from 
visible external and internal defects. 

(6) The acceptance of drain tile as 
satisfactorily meeting one of these two 
general requirements shall not be con- 
strued as in any way waiving the other. 

Materials and Manufacture 
Materials 

4. {a) These specifications shall apply 
to drain tile made of shale, fire clays, 
or surface clays and to drain tile made 
of concrete. 

(5) By shale is meant a thinly strati- 
fied, consolidated, sedimentary clajy^ 
with well-marked cleavage parallel to 
the bedding. 

(c) By fire clay is meant a sedimentary 
clay® of low flux content. 

Note .-It is usually associated with coal 
measures. 


« These descriptions of the terms '**surface cky,” 
“fire clay/* and ^‘shale’* are based upon the following 
definition for the term “clay”; » 

Clay —An earthy or stony mineral aggregate consisting 
essentially of hydrous silicates of alumma, plastic when 
sufficiently pulverized and wetted, rigid when dry, and 
vitreous when fired at a sufficiently high temperature. 
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(d^ By surface clay is meant an , un- 
coiisolidatedj unstratified clay,® occurring 
on the .surface.. ' , 

(e) By concrete is meant a suitable 
mixture of portland cement, mineral 
aggregates, and water, hardened by 
hydraulic chemical reaction. 

(f) If the purchaser desires to exclude 
any of these materials he shall so specify 
ill advance. All materials used shall be 
first-class of their kind and suitable for 
the purpose. 

Manufacture 

5. The method of manufacture shall 
be such as to insure excellence of product 
and uniforfnity in quality. 

Chemical Tests and 
Requirements 

Chemical Tests and Requirements 

6. (a) The purchaser may specify 
special chemical requirements as to 
resistance of the tile to chemical action 
in cases where soils or drainage waters 
have marked acid or alkaline character, 
or are of abnormally high temperature, 
and may prescribe chemical tests of the 
tile to ascertain whether these special 
requirements are met. Without a spe- 
cial agreement in advance, no drain tile 
shall be rejected by reason of its compo- 
sition as determined by ultimate chemi- 
cal analysis. 

(6) The presence in drain tile of visible 
grains or masses of caustic lime, iron 
pyrites, or any other minerals which are 
known to cause slaking or disintegration 
of the tile, shall be construed as a valid 
ground for rejection, unless satisfactory 
proof be submitted that the tile is 
permanent and durable, and that the 
objectionable minerals are not present 
in, quantity or condition to work damage. 


Physical Tests 
Physical Tests 

7. The physical tests of . drain tile 
shall include strength tests and absorp- 
tion tests, and may also include freezing 
■and thawing tests when specified by the 
purchaser in advance or when called for 
by the manufacturer or other seller as 
provided in Sections 34, 35, 47, and 52. 

Selection of Specimens 

8. The specimens of tile shall all be 
selected at the factory or at the shipping 
destination, or at the trench, at the 
option of the purchaser. The selection 
shall be made by a competent inspector 
employed by the purchaser. The in- 
spector shall divide the tile into suil>- 
classes if lack of uniformity in any 
important particular warrants such divi- 
sion, and shall select enough representa- 
tive specimens of tile from each sub-class 
for a complete set of standard physical 
tests. 

Number and Cost of Specimens 

9. A standard physical test shall com- 
prise tests of five individual tiles. 
Specimens of tile may be selected by the? 
inspector in such number as he judges 
necessary to determine fairly the quality 
of all the tile. The manufactux-er 0 r 
other seller shall furnish specimens of 
tile without separate charge up to 0.5 
per cent of the whole number of tile, 
and the purchaser shall pay for all in 
excess of that percentage at the same 
rate as for other tile. 

Strength Tests 
Test Specimens 

10. The specimens of tie for the 
strength test shall be unbroken, fulhsize 

tile. 
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Moisture Condition of Specimens 

11 . The walls of the tile shall be, at 
the time of testing, as thoroughly wet as 
will result from completely covering 
with hay, cloth, or similar absorbent 
material, and keeping the covering wet 
for not less than 12 hr. 

Temperature Condition of Specimens 

12. No specimen of tile shall be ex- 
posed to water or air temperatures lower 
than 40 F. from the beginning of wetting 
until tested. Frozen tile shall be com- 
pletely thawed before the wetting begins. 

Weighing 

lv3. Each specimen shall be weighed 
on reliable scales just prior to testing, 
and the weights shall be reported. 

Application of Load 

14. Any machine or hand method 
which w^iil apply the load continuously, 
or in increments not exceeding 5 per cent 
of the estimated total breaking load, 
may be used in making the test. The 
tile shall not be allowed to stand under 
load longer than is required for observ- 
ing and recording the loads. Ail solid 
parts of the bearing frames and bearing 
blocks shall be so rigid that the distribu- 
tion of the load will not be affected 
appreciably by the deformation of any 
part. All bearings and the specimens 
of tile shall be so accurately centered 
as to secure a symmetrical distribution 
of the loading on each side of the center 
of the tile in every direction. 

Choice of Method 

15, The purchaser shall choose (1) 
sand bearing method, (2) two-edge- 
bearing method, or (3) three-edge-bear- 
ing method, for use in making strength 
tests of drain tile (see Sections 18, 19, 
and 20). 


Calculations and Report 

16. The test results shall be calculated 
and reported, in pounds per linear foot of 
tile, in terms of the ^ ^ordinary supporting 
strength.”'^ 

The ordinary supporting strength shall 
be calculated by multiplying the test 
breaking loads by the following factors: 
For sand bearings, LOO; for two-edge 
bearings, 1.50; for three-edge bearings, 
1.50. 

The results of the strength tests shall 
be reported separately for each of the 
five individual specimens of tile con- 
stituting a standard test, together with 
the average. 

Modulus of Rupture 

17. The modulus of rupture may or 
may not be calculated and reported, at 
the option of the purchaser. When 
reported it shall be calculated as follows:® 

M = 0.20r-g (1) 


where : 

M = maximum bending moment in 
wall in pound-inches per inch 
of length, 

r = radius of middle line of tile 
wall in inches, 

W = ordinary supporting strength, 
calculated as prescribed in 
Section 16, in pounds per 
linear foot of tile, 

f = modulus of rupture in pounds 
per square inch, and 

t = thickness of tile wall in inches. 


< The “ordinary supporting strength,” when calculated 
as specified in Section 16, is approximately equal to the 
actual supporting strength of a tile when laid in a ditch 
by the “ordinary” method. See Note under Table II. 

6 The coefficient of 0.20 in Eq. 1 approximates the 
value found by theoretical analysis and also that de- 
termined by extended tests. 
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Five-eighths of the weight of the tile 
per, linear foot for sand bearings, or 
three-fourths for two-edge or three-edge 
bearings, shall be added to W in calcu- 
lating the maximum bending moment 
M, when such addition exceeds 5 per 
cent of IF. The value of t used shall 
be the average thickness of the wall at 
the top of the tile or that at the bottom, 
selecting the lesser of the two. 

Sand Bearing Method 

18. (a) When the sand-bearing 
method is used (see Fig. 1), the ends of 
each specimen of tile shall be accurately 
marked in quarters of the circumference 
prior to the test. Specimens shall be 
carefully bedded in sand, above and 
below, for one-fourth the circumference 
of the tile measured on the middle line of 
the wall The depth of bedding above 
and below the tile at the thinnest points 
shall be one-half the radius of the middle 
line of the wall. 

(b) The sand used shall be clean, and 
shall be such as will pass a 4760~micron 
(No. 4) sieve. 

(c) The top bearing frame shall not 
be allowed to come in contact with the 
tile nor with the top bearing plate. The 
upper surface of the sand in the top 
bearing shall be struck level with a 
straightedge, and shall be covered with 
a rigid top-bearing plate, the lower 
surface of which is a true plane, made of 
heavy timbers or other rigid material, 
capalole of distributing the test load 
uniformly without appreciable bending. 
The test load shall be applied at the 
exact .center of this top bearing plate, 

■ in such a manner as to permit free 
motion of the plate in all directions. 
For this purpose a spherical bearing is 
preferred, but two rollers at right angles 
may be^ used. . The test, may .be made 
without the use of a testing machine by 
piling weights directly on a platform rest- 
ing on the top bearing plate, provided, 


however, that the weights shall be piled 
symmetrically about a vertical . line 
through the center of the tile, and that 
the' platform shall not be allowed to 
touch the top bearing frame. 

(d) The frames of the top and bottom 
bearings shall be made of timbers so 
heavy as to avoid appreciable bending 
by the side pressure of the sand. The 
interior surfaces of the frames shal 
be dressed. No frame shall come in 
contact with the tile during the test. A 
strip of cloth may be attached, if desired, 
to the inside of the upper frame on each 
side along the lower edge, to prevent the 
escape of sand between the frame and the 
tile. 

Two-Edge-Bearing Method 

19. (a) When the two-edge-bearing 
method is used (see Fig. 2) the ends of 
each specimen of tile shall be accurately 
marked in halves of the circumference 
prior to the test. 

(b) The tile to be tested shall be sup- 
ported by a metallic knife bearing 1 in. 
wide and extending the length of the tile. 
Before the tile is placed, a fillet of plaster 
of Paris and sand 1 in. wide, and thick 
enough to compensate for all the in- 
equalities of the tile barrel, shall be cast 
on the surface of the knife-edge bearing. 
The tile shall be placed upon the fillet 
while the plaster of Paris is still some- 
what plastic. The load shall be applied 
through an upper knife bearing of the 
same size and length as the lower bearing. 
A plaster of Paris fillet 1 in. wide shall 
be cast along the length of the crown of 
the tile to equalize the lower bearing 
before the upper one is brought into 
contact. 

(c) Both of the bearings shall be 
suflSciently rigid to transmit and receive 
uniform loads throughout their lengths 
without deflection, and shall be so 
attached to the machine as to transmit 
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and receive the maximum stresses pro- 
duced by the test without lost motion. 
vibratioHj or sudden, shock. 

Three-Edge-Bearing Method 

20. t^Tien the three-edge-bearing 
method is used (see Fig. 3), the ends, of 
each specimen of tile shall be accurately 
marked in halves of the circumference 
prior to the test. The lower bearings 
shall consist of two wooden strips with 
vertical sides, having their interior top 
corners rounded to a radius of approxi- 
mately I in. The strips shall be 
straight, and shall be securely fastened 
to a rigid block with their interior 
vertical sides 1 in. apart. The upper 
bearing shall be a wooden block, straight 
and true from end to end. The test 
load shall be applied through the upper 
bearing block in such a way as to leave 
the bearing free to move in a vertical 
plane passing midway between the 
lower bearings. In testing a tile which 
is *‘out of straight,’^ the lines of the 
bearings chosen shall be from those 
which appear to give most favorable 
conditions for fair bearings. 

Absorption Test 
Test Specimens 

21. Not less than three separate test 
specimens from each of five separate 
tiles shall be taken as a ^^standard sam- 
ple” for the absorption test. Of the 
three specimens from each tile, one shall 
be taken from one end, another from the 
opposite end, and the third shallbe taken 
from the middle portion of the tile. 
Each specimen shall be of from 12 to 20 
sq. in. in area, measured upon the ex- 
terior or convex side, and shall be as 
nearly square as the nature of the 
material wdll readily permit. The speci- 
mens shall be obtained by breaking the 
tile, and shall be apparently sound, 
solid pieces of the wall of the tile, and 


shall not show cracks or fissures or 
shattered edges due to the shock of 
breaking or cutting. The specimens 
may be obtained from the broken pieces 
of the tiles used in the strength test, if 
the restrictions as to the size and location 
of the specimens can be duly observed. 
The specimens shall be so marked as to 
permit the identity of each one to be 
ascertained at any stage of the test. 

Drying Test Specimens 

22. Preparatory to the absorption 
test, all specimens shall be first weighed 
and then dried in a drier or oven, at a 
temperature of not less than 110 C. 
(230 F.) for not less than 3 hr. After 
removal from” the drier, the specimens 
shall be allowed to cool to a temperature 
of 20 to 25 C. (68 to 77 F.) and re- 
weighed. If the specimens w^ere appar- 
ently dry when taken, and the second 
weight closely checks the first, the 
specimens shall be considered dry. If 
the specimens were known to be wet 
when taken, they shall be placed in the 
drier for a further drying treatment of 
2 hr . , and re weighed. If the third w’^eigh t 
checks the second, the specimens shall 
be considered dry. In case of any 
doubt, the specimens must be redried 
for 2-hr. periods until check weights are 
obtained. 

Weighing and Re weighing 

23. The balance used shall be sensitive 
to 0.5 g. when loaded with 1 kg., and 
weighings shall be read at least to the 
nearest gram. Where other than metric 
weights are used, the same order of 
accuracy must be obtained. 

In reweighing after immersion, the 
specimens shall be removed from the 
water, allowed to drain for not more 
than 1 min., the superficial water 
removed by towel or blotting paper, 
and the specimens at once put upon the 
balance. 
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Notes: Section A-A, 

Rack Consfrucfed of Trays Removed^ 

Galvanized Angles, except as Noted, 

A a Connections Riveted or Sol- 
dered. 

TraySf Hx fix 1^ outside, Made of 
No. 17 Galvanized Steel. 

Fig. 4.— Suggested Plans for Freezing Crate and Trays. 
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Buildiriij 

Baper 

Untnq 


i^ack of Pipe 

Section B-B 



Plan View, Top in Place 

defects, or other suitable timber 1 by 6 ia., unless otherwise specified. 

Box, Using Sait and Ice for Freezing. 




404 


Specifications' foe Drain Tile (C 4 - 24) 


' Immersloii' of Test Specimens 

24. Specimens. after weighing shall be 
placed in a suitable woven-wire recep- 
tacle, packed tightly enough to prevent 
jostling, covered w4th distilled water 
or rain water, raised to the boiling point 
and boiled for 5 hr., and then cooled 
in winter to a final temperature of 10 
to 15 C. (50 to 59' F.). 

Calculations and Report 

25. The test results shall be calculated 
as percentages of the initial dry weight, 
carried to the nearest first decimal place. 
The results shall be reported separately 
for each individual specimen, together 
with the mean of the fifteen or more 
specimens comprising the standard sam- 
ple, the maximum and the minimum 
single observations entering into the 
mean, and the variation between the 
maximum and the minimum of the 
three specimens of each tile represented 
in the standard sample. 

Freezing-mtd- T hailing T ests 
Test Specimens 

26. The test specimens employed in 
making the freezing-and-thawing test 
shall be another set selected as specified 
in Section 21 for the absorption test. 

V Drying Test Specimens 

27. The specimens shall be dried as 
specified in Section 22. 

Weighing and Reweighing 

28. The same scales and weights as 
are specified in Section 23 for the absorp- 
tion test or others of equivalent sensi- 
tivity and accuracy shall be employed 
for the weighings required in the freezing- 
and-thawing test. The same procedure 
in weighings and reweighing as specified 
in Section 23 shall be followed. 


Immersion of Test Specimens 

29. The specimens shall be immersed 
for 72 hr. in water having a temperature 
of 18' to 24 C. (65 to 75 F.) and then 
weighed as specified in Section 23, 

Freezing and Thawing 

30. When the specimens have ■ been 
weighed after saturation with winter, they 
shall be returned to the water and kept 
immersed until the freezing test is begun. 
For freezing, they shall be placed with 
their concave faces upward in water- 
tight metal trays, suitably mounted in a 
rigid metal crate,® and immersed in ice 
water until the specimens have attained 
substantially the temperature of the 
water, after which the water shall be 
drawn down to a depth of f in. in each 
tray. The crate shall then be lifted as 
a whole, without disturbing the speci- 
mens, and placed in the freezing 
apparatus. 

Freezing shall be performed in a quiet 
atmosphere, free from perceptible 
natural or artificial currents. If arti- 
ficial freezing apparatus is employed,^ 
the apparatus shall have sufficient heat- 
absorbent capacity to enable the tem- 
perature of the freezing chamber to be 
brought to -10 C. (+14 F.) or below, 
within 30 min. after the introduction of 
the specimens. The temperature in 
the freezing apparatus shall not fall 
lower than — 20 C. ( -4 F.), The freez- 
ing shall be continued until the water in 
the trays is frozen solid. Exposure to 
freezing conditions in excess of this 
requirement shall be considered as with- 
out significance. 

At the conclusion of freezing under 
the sp)ecified conditions, the crate of 


® Fig. 4 shows a crate and trays suitable for use in the 
box for artificial freezing illustrated in Fig. S. 

7 Artificial freezing will generally be necessary. It 
may be conducted in a commercial zero (Fahrenheit) 
refrigerating room, or in an artificial freezing box similar 
to the one shown in Fig. 5 in which zero temperature 
(Fahrenheit scale) can readily be produced by the use of 
salt and ice. 
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specimens shall be withdrawn and at weight of more than 5 per cent of the 
once immersed in water at a temperature ' initial dry ■weight; or, 
of 18 to 24 C. (65 to 75 F.) in a special (b) The specimens are badly cracked 
receptacle of proper size. Heating shall in other than lamination planes; or^ 
be continued so that the water will re- (c) The specimens show evident seri- 
gain the required temperature as soon ous loss of structural strength. 

TABLE I.-PHYSICAL TEST REQUIREMENTS FOR DIFFERENT CLASSES OF DRAIN TILE. 


Caution. Drain tile meeting th^e requirements are not necessarily safe against cracking in ditches. For safe 
requirements as against cracking, see Table IL 



Farm Drain Tile | 

Standard Drain Tile | 

Extra-Quality Drain Tile 

b 

cij 

Maximum Average 
Absorption by Standard 
Boiling Test, per cent 

1 

q „ 

I'S 

Maximum Average 
Absorption by Standard 
Boiling Test, per cent 

a 

Maximum Average 
Absorption by Standard 
Boiling Test, per cent 

Diameter 
of Tile, 
in. 

^ a 

Sco V. 

0) 

B 0 

B 5*^ 

Shale 

and Surface- 
Fire- Clay 
Clay Tile 

Tile 

Con- 

crete 

Tile 

0 q 

<u a> .t 
w) 

Bw *3 

w V- q 

S. fcfl u 

<.S.S 

1 R w 
Igcu 

1 ^ 

Shale 

and Surface- Con- 
Fire- Clay Crete 

Clay Tile Tile 

Tile 

0 ^ 

<U 4) 

fi sT 
£ 0 ,*-^ 

Shale 
and 
Fire- 
! Clay 
Tile 

t 

! 

Surface- Con- 
Clay Crete 

Tile Tile 

4 

800 

11 14 

12 

1200 

9 13 10 

1600 

■ 7 

11 9 

5 

800 

11 14 

12 

1200 

'9 13 10 

1600 

! 7 ^ 

11 9 

6 

800 

11 14 

12 

1200 

9 13 10 

1600 

7 

11 9 

8..,.. 

800 

11 14 

12 

1200 

9 13 10 

1600 

7 

11 9 

10 

800 

11 14 

12 

1200 

9 13 10 

1600 

7 

11 9 

12 

800 

11 14 

12 

1200 

9 13 10 

1600 

7 

11 9 

15 

1000 

11 14 

12 

1300 

9 13 10 

1600 

7 

11 9 

18 




1400 

9 13 10 

1800 

7 

11 9 

21 


. ^ ^ 

O' 

1550 : 

9 13 10 

2100 

7 

11 9 

24 



u 

1700 

9 13 10 

2400 

7 

11 9 

27 

•t: 


.t: 

1850 

9 13 10 

2700 

7 

11 9 

30 

1 

6 a 

a 

2000 

9 13 10 

3000 

7 

11 9 

33...." i 


pH Ph 


2150 

9 13 10 

3300 

7 

11 9 

36 




2300 

9 13 10 

3600 

7 

11 9 

39 i 

0 

0 0 

0 

2450 

9 13 10 

3900 

7 

11 9 

«« 1 

c. 

S £ 

!2; 

2600 

9 13 10 

4200 

7 

11 9 


" Larger sizes recommended as standard are as follows: 45, 48, 54, and 60 in. 


Note.— W hen the freezing-and- thawing test is made as provided in Section 7, the number of 
freezings and thawings to be endured shall be as follows: For farm drain tile, 24; for standard 
drain tile, 36; for e.xtra-quaiity drain tile, 48. 


as practicable after the specimens are 
immersed. A temperature of 18 to 
24 C. (65 to 75 F.) shall then be main- 
tained for not less than 2 hr. At the 
conclusion of the thawing treatment, the 
crate of specimens shall be inspected and 
the condition of each sample after each 
thawing shall be noted in the records. 

Method of Deteriniiiing Failure 

3L Failure under the freezing-and- 
thawing treatment shall be considered 
to be reached when: ; 

(a) The specimens show superficial 
disintegration or spalling with loss of 


Physical Test Requirements 

Physical Test Requirements 

32. The different classes of drain tile 
shall conform to the physical test 
requirements prescribed in Table I. 

Absorption of Tile Made of Mixed Clays 

33. Drain tile made of mixtures of 
surface clays with other clays shall con- 
form to the absorption requirements for 
surface-clay tile in Table I when the 
proportion of surface clay is 75 per cent 
or more and to the requirements for 
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shale and fireclay 
proportions. 

Appeal from Absorption 

34. In the event that a standard sam- 
ple (Section 21) of tile fails to meet the 
requirements of the absorption test, the 
manufacturer or other seller may de- 
mand, recourse , to the freexing-and- 
thawing test, to be made at liis expense. 
In such recourse, the number of tiles 
tested shall be four times the number 
represented by the standard sample 
(Section 21), If the material passes 
the freezing-and-thawing test satis- 
factorily, it shall not be rejected on 
account of its failure to meet the absorp- 
tion requirements specified in Table I, 
but the aveiage percentage of absorption 
of the specimens used in the freezing- 
and-thawing test shall be adopted as 
the maximum allowable mean absorption 
for the contract in question. 

Limits of Fluctuation of Individual Test 

Specimens in Physical Tests 

35. (a) In the strength tests, indi- 
vidual tiles of a standard test whose 
mean strength is satisfactory may fall 
25 per cent below the requirement for 
the average without causing rejection. 
In the absorption test, the absorption of 
individual tiles of a standard sample 
(Section 21) which gives a satisfactory 
mean absorption percentage, may exceed 
.the average by 25 per ce,nt without caus- 
ing rejection. In the freezing-and- 
thawing test, at least 95 per cent 
of all the tiles tested shall meet the 
requirement. 

(b) In the event of the failure of a 
standard sample (Sections 9, 21, and 26) 
to meet ' the above requirements, the 
manufacturer,:, or other seller may thor- 
oughly cull ,the, material and submit a 
portion, for retest at his own expense, and 
for such retest the number of tiles per 
sample shall be 10 for the strength and 


absorption tests and 20 for the freezing- 
and-thawing test. In the event of the 
failure of the material after culling to 
pass the requirements, it shall be re- 
jected without further test. 

NoTE.-Wlien the, freezing-and-thawing test 
is made as provided in Section 7, the number of 
freezings and thawings to be endured shall be as 
follows: For farm drain tile, 24; for standard 
drain tile, 36; for extra-quality drain tile, 48, 

Strength when Manufacturer is held 

Responsible for Cracking in Ditches 

36. The manufacturer or other seller 
shall not be held responsible for cracking 
of drain tile in ditches unless by special 
agreement in advance, and in any event 
his obligation shall be held to be dis- 
charged by the delivery of drain tile 
having the minimum ordinary support- 
ing strengths specified in Table II; and, 
if it is not otherwise specified in advance 
by the purchaser, tile shall be supplied 
of the strengths specified for clay ditch 
filling, for “ordinary” pipe laying, and 
for widths of ditch at the level of the 
top of the tile equal to 0.5 ft. greater 
than the outside diameters of the tile. 
The purchaser shall furnish to the 
manufacturer or other seller complete 
information, in advance of receiving 
bids, as to the number of linear feet of 
drain tile of each diameter required for 
each different depth of ditch, measured 
to the nearest foot from the surface of 
the ground to the top of the tile. 

Visual Inspection 
Visual Inspection 

37. All drain tile shall be given a 
thorough visual inspection at the trench 
by a competent inspector employed by 
the purchaser. The purposes of the 
visual inspection shall be: (1) to cull and 
reject imperfect individual tiles, and 
(2) to determine whether the tiles, 
independently of meeting the chemical 
and the physical test requirements, 
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tile for all other 
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Specifications foe Drain Tile (C 4-24) 


comply with the specifications of general ' 
properties,' especially as stated herein-' 
after,. 

Shape 

38. All drain tile shall be of approxi- 
mately circular cross-section, except 
when otherwise specified in advance. 
They shall be approximately straight, 
except in the case of special connections. 
The ends shall be so regular and smooth 
as readily to admit of making close 
joints by turning and pressing together 
adjoining tile. 

Mominal Sizes 

39 . The sizes of drain tile shall be 
designated by their interior diameters. 

Minimum Lengths 

40 . Drain tile smaller than 12 in, in 
diameter shall have a minimum length 
of 12 in. Tile of from 12 to 30 in. in 
diameter, inclusive, shall have lengths 
not less than the diameters. Tile larger 
than 30 in. in diameter shall have a 
minimum length of 30 in. 

Structure 

41 . Drain tile shall be substantially 
uniform in structure throughout, and 
the inspector shall investigate this 
property by examining fractured 
surfaces. 

Ring 

42 . Drain tile shall give a clear ring 
when stood on end and while dry tapped 
with a, light hammer. 

Color 

43 . The inspector may use the color 
of drain tile as a general guide in sorting 
and inspecting, but he shall first so 
familiarize himself with the raw ma- 
terials and the processes used in the 
manufacture of the particular tile in 
question as to be com peten t to inter- 


pret the true meaning of variations , in 
their color. 

Inside Smoothness 

44 . Drain tile shall be reasonably 
smooth on the inside. 

Cracks, Checks, Chips, and • Broken 

Pieces 

45 . Drain tile shall be free from 
cracks and checks extending into the 
body of the tile in such a manner as to 
decrease the strength appreciably. Tile 
shall not be chipped or broken in such 
a manner as to decrease their strength 
materially or to admit earth into the 
drain. 

Use of the Terms Vitrified and Hard 

Burned 

46 . All drain tile shall be sufficiently 
“vitrified^’ or ^ffiard-burned^^ to afford 
the degree of supporting strength, per- 
centage of absorption, and resistance to 
freezing and thawing specified in the 
physical test requirements prescribed 
in Table I. 

Appeal from Results of Visual Inspection 

47 . The manufacturer or other seller 
may appeal from decisions of the in- 
spector on questions of strength or 
structure when such decisions are based 
on visual inspection alone, in Avhich case 
the point at issue shall be determined by 
standard physical tests, the cost of 
which shall be paid by the appellant, if 
the inspector was right, or by the 
purchaser if his inspector w^as in error. 

Additional Distinctive Characteristics ■ 

48 . Drain tile of the different classes 
shall, in addition to ail requirements 
heretofore specified, have the distinctive 
physical characteristics prescribed in 
Table IJI. 
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Testing^ Inspection, AND Rejection 
Making and Reporting Tests 

49. All tests shall be made by experts 
employed by the ■ purchaser. Full re- 
ports of all tests shall be furnished the 
manufacturer or other seller on his 


TABLE IIL-DISTINCTIVE GENERAL PHYSICAL 
PROPERTIES OF DIFFERENT CLASSES OF 
DRAIN TILE. 


Physical Properties Specified. 

Farm Drain 

Tile. 

Standard 

Drain Tile. 

Extra-Quality 
Drain Tile. 

Allowable variation of average 
diameter below specified di- 




anieter, per cent 

Allowable variation between 
maximum and minimum di- 
ameters of same tile, or aver- 
age diameters of adjoining 
tile, percentage of thickness 

5 

3 

3 

of wall 

Allowable variation from 
straightness, percentage of 

85 

75 

65 

length 

Allowable thickness of exterior 
blister.s, lumps, and flakes 
which do not weaken tile and 
are few in number, percent- 

S 

3 

3 

age of thickness of wall 

Allowable diameters of above 
blisters, lumps, and flakes, 
percentage of internal di- 

25 

20 

IS 

ameter 

20 

15 

10 

General inspection 

careful 

rigid 

very 

rigid 


request. Tests shall be made and re- 
ported promptly. 

Expense of Making Tests 

50. The purchaser shall pay the ex- 
pense of making all tests except as 
otherwise specified in Sections 9, 34 , 
35, 47, and '52. 


I^umber of Tests 

51 . The number of standard tests , to 
be made shall be determined by the 
purchaser. 

General Tests and Inspection at Factory 

52 . In all contracts for ten or more 
carloads of tile, preliminary general 
tests and inspection shall be made at 
the place of manufacture by the pur- 
chaser upon demand of the manu- 
facturer or other seller. The expense of 
such tests and inspection shall be paid 
by the manufacturer or other seller. 

Inspector 

53 . The inspector shall be employed 
by the purchaser. 

Inspection 

54 . The manufacturer or other seller 
of the drain tile shall afford the inspector 
all reasonable facilities for his work, 
both as to the selection of specimens for 
tests, and as to visual inspection. In- 
spection shall be completed promptly. 

Rejection 

55 . The inspector shall plainly mark 
all drain tile which he rejects, and such 
rejected tile shall be removed promptly 
by the manufacturer or other seller. 
Upon request of the purchaser, the 
manufacturer or other seller shall give 
fuU account of the removal of rejected 
tile. 


Standard Specifications for 
CONCRETE SEWER PIPE^ 



A.S.T.M. Designation: C 14 - 41 
Adopted, 1920; Revised, 1924, 1935, 1941/^ 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 14; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, These specifications cover non' 
remforced concrete pipe intended to be 
used for the conveyance of sewage, in- 
dustrial wastes, and storm water. 


Materials 

Concrete 

4. The concrete shall consist of port- 
land cement, mineral aggregates, and 
water. 


Cement 


Class 

2. Pipe manufactured according to 
these specifications shall be known as 
‘^Standard N onreinforced Concrete 
Sewer Pipe. 

Basis of Acceptance 

3. The acceptability of the pipe shall 
be determined by the results of the 
strength, absorption, and hydrostatic 
tests prescribed in these specifications, 
if and when required, and by inspection 
to determine whether the pipe conforms 
to these specifications as to design and 
freedom from defects* 


5. Portland cement shall conform 
to the requirements for type I or type 
III as prescribed in the Standard Speci- 
fications for Portland Cement (A.S.T.M. 
Designation: C 150) of, the American 
Society for Testing Materials.® 

Aggregates 

6. Aggregates shall conform . to, the 
Standard Specifications for Concrete Ag- 
gregates (A.S.T.M. Designation: C 33) 
of the ■ American Society for Testing 
Materials.® 

Mixture 


7. The agg,regates shall be so graded 

1 Under tite standardization procedure of the Society, i x* j j xn i i • i 

these specifications are under the jurisdiction of the and proportioned and thorOUgMy mixed 
A.S.T.M. Committee GUS on Concrete Pipe. 

^Prior to adoption as standard, these specifications 

were published as tentative from 1917 to 1920, being revved « Appears in this publication, see Contents in Numeric 
in 1918, 1919, and 1920. Sequence of A.S.T.M. Designations at front of book, 
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in^ a batch mixer with such proportions 
of cement and water as will produce a 
homogeneous concrete mixture of such 
quality that the pipe will conform to the 
test and : design requirements of these 
specifications. In ho case, however, 
shall the proportion of portland cement 
in the mixture' be less than six U. S. 
standard bags (94 lb.) per cubic yard of 
concrete. 

Physical Test Requirements 
Crashing Strength and Absorption 

8. The crushing strength and absorp- 
tion of nonreinforced concrete sewer pipe 
shall conform to the requirements pre- 
scribed in Table I. The individual re- 


adhering to the surface shall not be con- 
sidered leakage. 

Test Specimens ■ 

10. (a) The specimens to be tested 
shall be selected by the purchaser or his 
representative at the point or points 
designated by him, when placing the 

order. 

(b) The manufacturer or seller shall 
furnish, without charge, specimens for 
tests, up to 0.5 per cent of the number of 
pipe of each size included in the order, 
except that in no case shall less than two 
specimens be furnished. The test speci- 
mens shall be sound, full-size pipe. 

Measurement and Observation of Speci- 
mens 


TABLE I.--PHYSXCAL TEST REQUIREMENTS OF 
CONCRETE SEWER PIPE. 


Note.— For pipe 24 to 108 in. in internal diameter, see 
the Standard Specifications for Reinforced Concrete 
Sewer Pipe (A.S.T.M. Designation: C 75) of the American 
Society for Testing Materials.* 


Internal 
Diameter, in. 

Average Strength, lb. ; 

per linear foot | 

Maximum 
Absorption, 
per cent 

Three-Edge- 

Bearing 

Method*® 

Sand- 
Bearing^ 
Method^ i 

. 1 

4 

1000 

1500 

8 

6 

1100 

1650 

8 

8 

1300 

1950 

S 

10 

1400 

2100 

8 

12 1 

1500 

2250 

8 

IS. 

1750 

2620 

8 

18.' .j 

2000 

3000 

8 

21 ' 

2200 

3300 

8 

24 .,...., 1 

2400 

3600 

8 


b 


See Section IS. 
See Section 16. 


suits of the various tests for each size of 
pipe and for each shipment and plant 
shall be tabulated separately so as to 
show the percentage that fails to con- 
form to the requirements of each test. 

Hydrostatic Test 

9. When subjected to the internal 
hydrostatic pressures specified in Section 
19, the pipe shall show no leakage. 
Moisture appearing on the surface of 
the pipe in the form of patches or beads 


11. (a) The test specimens shall first 
be freed from all visible moisture. 
When dry, each specimen shall be 
weighed, measured, and inspected. The 
results of these observations shall be 
recorded. 

(b) Defective Specimens . — Specimens 
which, when placed in a vertical position, 
do not give a metallic ring when struck 
with a hammer, or are observed to have 
cracks or other defects in form or dimen- 
sions in excess of the limits permitted in 
these specifications, shall be discarded 
and replaced with additional specimens 
from the shipment. 

Crushing Strength Tests 
Crushing Strength Tests 

12. Pipe shall be tested for crushing 
strength by either the three-edge-bearing 
method or the sand-bearing method 
as described in the following Sections 
15 and 16. Either of the two specified 
bearing methods may be used on retests 
as provided for in Section 20 (a) and (5). 

Number of Tests 

13. The crushing strength test shall 
ordinarily be applied to not less than 
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75 per cent of the specimens received for 
purpose of tests. 

Apparatus and Application of Load 

14. (a) Any prime mover or hand- 
power device that will apply the load 
at a uniform rate of about 2000 lb. per 
min. 5 or in increments of not more than 
100 lb. at the same rate, may be used in 
making the test. 

(b) The center of the load shall be 
applied to the top bearing block at a 
point distant from the spigot end of the 
pipe equal to one half of the over-all 


affected appreciably by the deformation 
or yielding' of any part. The bearings 
shall be sufficiently rigid to transmit and 
receive uniform loads throughout their 
lengths without deflection, and shall be 
so attached to the machine as to trans- 
mit and receive the "maximum stresses 
produced by the tests without lost 
motion, vibration, or sudden shock. 

(e) The bearings and the specimen 
shall be accurately centered so as to 
secure a symmetrical distribution of the 
loading on each side of the center of the 
pipe in every direction. 



length of the pipe. The test load shall 
be applied to the upper bearing block 
in such a way as to leave the bearing free 
to move in a vertical plane passing mid- 
way between the lower bearings. In 
testing pipe that is t‘out of straight,^' the 
lines of the bearings chosen shall be 
from those which appear to give most 
favorable conditions for fair test. 

(c) The pipe shall not be allowed to 
stand under load longer than is required 
to apply the load and to observe and 
record it. 

(d) The testing machine shall be sub- 
stantial and rigid throughout, so that 
the distribution of the load will not be 


(/) The load shall be applied until 
the pipe yields by cracks passing through 
the shell. 

(g) The crushing strength shall be 
calculated by dividing the total load 
required to break each pipe by the laying 
length of the barrel of the pipe, measur- 
ing from the bottom of the socket to the 
. end of the spigot. 

Three-Edge-Bearing Method 

15. When the three-edge-bearing 
method (see Fig. 1) is used, the ends of 
each specimen of pipe shall be accurately 
marked in halves of the circumference 
prior to the test.' The lower bearings 



Specifications for Concrete Sewer , Pipe (C 14 - 41) , ' 413 

shall consist of two wooden strips with the pipe is placedj a fillet of plaster of 
vertical sides having their interior top Paris and sand thick enough to compen- 
corners rounded to radius of approxi- sate for the inequalities of the pipe bar- 
mately 2 in. fhe strips shall be straight rel shall be cast on the surface of the 
and shall be securely fastened to a rigid lower bearings. The pipe shall be 
block at least 6 by 6 in. in cross-section, placed upon the fillet while the plaster 



Upper 

Side View. Bearing Frame. 


Fig. 2. — Sand Bearings, 


The interior vertical sides of the strips of Paris is still somewhat plastic. The 
shall be parallel and spaced a distance upper bearing shall be a rigid wooden 
apart of 1 in. per foot of pipe diameter block at least 6 by 6 in. in cross-section, 
but in no case less than 1 in. If re- straight and true from end to end. A 
quested by the manufacturer or the fillet of plaster of Paris may also be cast 
purchaser prior to the test, before along the length of the crown of the 


414 


Specifications for Concrete Sewer Pipe (C 14-41) 


pipe to equalize' the bearing. The upper 
bearing shall he brought in contact while 
the plaster of Paris is still somewhat 
plastic. The upper and ■ lower bearings 
shall extend the full length of the pipe 
exclusive, of the socket. 

Sand-Bearing Method 

16 . (a) When the sand-bearing method 
(see Fig. 2) is used, the ends of each 
specimen of pipe shall be accurately 
marked in quarters of the circumference 
prior to the test. Specimens shall be 
carefully bedded in sand, above and 
below, for one fourth the circumference 
of the pipe measured on the middle line 
of the barrel. The depth of the bedding 
above and below the pipe at the thinnest 
points shall be one half the radius of the 
middle line of the barrel. 

(6) The sand used shall be clean and 
shall contain not less than 5 per cent 
of moisture, and shall be such as will 
pass a 4760-micron (No. 4) sieve. The 
sand in the lower bearing shall be loose 
when the pipe is placed. 

(c) The top bearing frame shall not be 
allowed to come in contact with the pipe 
nor with the top bearing plate. The 
upper surface of the sand in the top 
bearing shall be struck ofi level with a 
straightedge, and shall be covered with 
a rigid top bearing plate, the lower sur- 
face of which is a true plane, made of 
heavy timbers or other rigid material 
capable of distributing the test load 
uniformly without appreciable bending 
The test load shall be applied at the 
exact center of this top bearing plate, 
in such a manner as to permit free mo- 
tion of the plate in all directions. For 
this purpose a spherical bearing is pre- 
ferred, but two rollers at right angles 
may be used. ; 

(d) The test may be made without the 
use of a testing machine, by piling weights 
directly on a platform resting on the top 
bearing plate; provided, however, that 


the weights shall be piled symmetrically 
about a vertical line through the center 
of the pipe, and that the platform shall 
not be allowed to touch the top bearing 

frame. 

(e) The frames of the top and bottom 
bearings shall be made of timbers so 
heavy as to avoid appreciable bending 
by the side pressure of the sand. The in- 
terior surfaces of the frames shall be 
dressed. No frame shall come in con- 
tact with the pipe during the test. A 
strip of cloth may be attached, if desired, 
to the inside of the upper frame on each 
side, along the lower edge, to prevent 
the escape of sand between the frame 
and the pipe. 

Absorption*Test 

Absorption Test 

17. Absorption tests shall be made in 
accordance with the procedure described 
in the following Paragraphs (a) to {e)i 

{a) Test Specimens , — The number of 
absorption test specimens shall be equal 
to the number of pipe provided for test- 
ing. The specimens shall be obtained 
from pipe that are acceptable as to 
strength, and shall be taken from pipe 
used in making the strength test after 
that test is made. The specimens shall 
be marked with the number or identifica- 
tion mark of the pipe from which they 
were taken. Each specimen shall have 
an area of 12 to 20 sq. in., as measured 
on one surface of the pipe, and a thick- 
ness equal to the full depth of the pipe 
shell, and shall be free from visible 
cracks. 

(6) Drying Specimens —Sptcimtm 
shall be dried at a temperature not to 
exceed 230 F. (HOC.) until two suc- 
cessive weighings at intervals of not less 
than 2 hr. show an increment of loss mot 
greater than 0.1 per cent of the original 
weight of the specimen. 

(c) Immersion and Reweighing,— The 
dried specimens shall be placed in a 
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suitable receptacle, covered with dis* 
tilled water or rain water, raised to the 
boiling point and boiled for 5 hr., and 
then cooled in: water to a final tempera- 
ture of from 59 to 68 F. (15 to 20 C.). 
When cool, the specimens shall be re- 
moved from the water and allowed to 
drain for .not more than 1 min. The 
superficial water shall then be removed 
by a towel or blotting paper, and the 
specimens immediately weighed, 

(d) Weighing Apparatus. —The bal- 
ance used shall be sensitive to 0.5 g. 
when loaded with 1 kg., and weighings 
shall be read at least to the nearest 
gram. When other than metric weights 
are used, the same degree of accuracy 
shall be obtained. 

(e) Calculations and Report . — The in- 
crease in weight of the boiled specimen 
over its dry weight shall be taken as the 
absorption of the specimen, and shall 
be expressed as a percentage of the dry 
weight. The results shall be reported 
separately for each specimen, 

Ilydrostatic Test 
Number of Tests 

18. Sound, full-size pipe not exceeding 
about 25 per cent of the specimens re- 
ceived for purpose of tests in each size 
of pipe, shall be tested for leakage under 
internal hydrostatic pressure. 

Hydrostatic Test 

19. (a) The ends of the pipe shall be 
tightly closed by wooden or metallic 
bulkheads „or covers faced with rubber 
or leather so that no leakage shall occur 
through the covers at the test pressure. 
One cover shall be provided with a f-in, 
nipple passing through the cover, and 
held. securely in, place .and made .water- 
tight by means of locknuts and washers 
or gaskets.,: ' The outer, end of the nipple 
.shall be . connected , with .a pump dis- 
charge or water, service line.' 

(b) Water pressures, as measured by 
a standardized gage attached to the de- 


livery: pipe close .to ,, the specimen,,,: shall 
be internally . applied to . . the : specimen 

as follows: 

5 psi. for' ■ 5 min. : 

10 psi. for 10 
■ ■ ■ , 15 p,si. for 15 min. 

Acceptance or Rejection on Results 
OF Tests. 

Acceptance or Rejection 

20. (a) Failure of 20 per cent of the 
specimens to meet the requirements of 
any of the tests specified in Sections 4 to 
19 shall result in rejection of all the pipe 
in the shipment or delivery, correspond- 
ing to the sizes thus failing to comply; 
except that in the event of 20 per cent 
of the specimens in any size failing to 
meet the requirements, the manufac- 
turer or seller may, with the consent of 
the purchaser, furnish for test, without 
charge, additional specimens from the 
same shipment to be selected as specified 
in Section 10. In case more than 80 per 
cent of the specimens tested, including 
those first tested, shall show substantial 
conformance for each of the various tests 
performed, then the entire shipment or 
delivery for this size shall be accepted; 
otherwise it shall be rejected. 

(b) In addition to the requirements in 
Paragraph (a), failure of individual 
specimens tested to develop 75 per cent 
of the average crushing strength require- 
ments shall be cause for rejection of the 
shipment, but the manufacturer or seller 
may cull the pipe and submit the balance 
of the shipment for retest, and if the 
shipment then conforms to all of the 
requirements of these specifications it 
shall be accepted. 

Sizes and Permissible Variations 
Sizes and Dimensions 

21. Pipe shall be furnished of the sizes, 
internal diameters, and dimensions pre- 
scribed in Tables H: and HI. , ' Where; 
several lengths are mentioned in the 
table the purchaser shall indicate, at 
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the time of purchase, which lengths shall 
be furnished; and unless so indicated, 
the manufacturer shall furnish such 
lengths as he may elect. 

TABLE II.-DttlENSIONS OF CONCRETE SEWER 
PIPE. 

Note." For pipe 24 to 108 in. in internal diameter, sec 
the Standard Specifications for Reinforced Concrete 
Sewer Pipe (A.S.T.M. Designation: C 75) of the American 
Society for Testing Materials.® 


Internal Diameter 
(D), in. 

.Laying 
Length 
(L), ft. 

Inside Diameter 
at Mouth of 

Socket (Da), in.“ 

Depth of Socket 
(La), in. 

Minimum Taper of 
Socket (HiLs) 

Thickness of Barrel 
(T), in. 

Thickness of 
Socket (T») 

4.... 

2. 2H, 3 

6 

134 

1:20 

% 

The thickness of 

6 .... 

2, 2}4, 3 

m 

2 

1:20 


the socket }i 

8 

2, 2J4, 3. 4 

mi 

2M 

1:20 


in. from its 

10.... 

2, 2^4, 3, 4 

13 

234 

1:20 

k 

outer end shall 

12.... 

2, 234, 3, 4 

mi 

I8M 

234 

1:20 

1 

be not less 

15.... 

2, 2^4, 3, 4 

234 

1:20 

Ui 

than three 

18.... 

2, 234, 3, 4 

2234 

2Mil'.20 

VA 

fourths of the 

21..,. 

2 , 234, 3, 4 

26 

2M!1:20 

tH 

thickness of 

24.... 

2, 234, 3, 4 

2934 

3 

1:20 

2H 

the barrel of 
the pipe. 


® When pipes are furnished having an increase in 
thickness over that given in last column, then the diam- 
eter of socket shall be increased by an amount equal to 
twice the increase of thickness of barrel. 


TABLE III.-PERMISSIBLE VARIATIONS IN DI- 
MENSIONS OF CONCRETE SEWER PIPE. 

Note." For pipe 24 to 108 in. in internal diameter, see 
the Standard Specifications for Reinforced Concrete 
Sewer Pipe (A.S.T.M. Designation; C 75) of the American 
Society for Testing Materials.® 


Limits of Permissible Variation in: 


Nominal 

Size, 

Internal 

Diameter, 

in. 

Length, 
in- per 
ft. 

: (")'* 

Internal 
Diameter, in. 

Depth 

of 

Socket, 

in. 

(-)« 

Thick- 
ness of 
Barrel, 
in. 
(-)** 


Socket 

(±)“ 

4 


Vs 

34 

34 

3f6 

6 


^6 

?46 


3ii 

8 

H 

H 

H 

3^ 

3i6 

10 


H 

H 

3^ 

Ke 

12 

H 

H 


H 

316 

15 

H 

H 

K 

H 

3^ 

18 


K'. 

K 

H 

5^ 

21 

34 

% 

% 


Vs 

24 

Vs 

Ha 

% 

H 

Vs 


“The minus sign (—) alone indicates that the plus 
variation is not limited; the plus and minus sign (±) indi- 
cates variation in both excess and deficiency in dimension. 


Permissible Variations iri' Dimensions 

22. The permissible variations from the 
dimensions prescribed in Table II shall 
not exceed those stated in Table III. 
Where the thickness of barrel is in- 
creased beyond that given in Table II 


in order to meet the specified .require- 
ments of strength, the 'diameter at the 
inside of the socket shall be increased 
by double the increase in thickness of 
the barrel. Pipe intended to be straight 
shall not have variation in alignment of 
more than | in. per foot of length. 



Fig. 3. — Application of Dimensions Given in 
Table 1.1, 


W 0 RKMANS.HIP AND Finish 

Absence of Defects 

23. Pipes shall be substantially free 
from fractures, large or deep cracks and 
blisters, laminations, and surface rough- 
ness. 

Finish of Ends 

24. The ends of the pipes shall be 
square with their longitudinal axis. 

Specials 

25. {a) Special shapes shall have a plain 
spigot end and a socket end correspond- 
ing in all respects with the dimensions 
specified for pipe of the corresponding 
internal diameter. Branches shall be 
furnished to lay the same lengths as 
straight pipe. All specials shall conform 
in finish to the specifications for pipes 
given in Sections 23 and 24. 

{b) Slants shall have their spigot ends 
cut at an angle of approximately 45 deg. 
with the longitudinal axis. 

(c) Curves shall be at angles of 90, 45, 
22| deg., as required. They shall con- 
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form substantially to the curvature 
specified. 

(d) Branches shall be furnished with 
the connection or connections of the 
size or sizes specified, securely and com- 
pletely fastened in the process of manu- 
facture to the barrel of the pipe. T- 
branches and double T-branches shall 
have their axes perpendicular to the 
longitudinal axis' of the pipe. Y- 
branches, double Y-branches, and V- 
branches shall have their axes approxi- 
mately 45 deg. from the longitudinal 
axis of the pipe measured from the socket 
end. All branches shall terminate in 
sockets, and the barrel of the branch 
shall be of sufficient length to permit 
making a proper joint when the con- 
necting pipe is inserted in the branch 
socket. 

(e) Ghaniiel or split pipe, curves and 
branches shall be accurate half sections 
of the corresponding size of pipe or other 
specials. 

Marking 

Marking 

26. Each length of pipe shall bear 
the initials or name of the person, com- 
pany, or corporation by whom manu- 
factured, and the location of the plant. 
The markings shall be indented or 
stenciled on the exterior or interior of 
the barrel near the socket and shall be 
plainly legible for purpose of identifica- 
tion. 

Inspection and E ejection 
Inspection 

27. Each length of pipe shall be sub- 
ject to inspection at the factory, trench, 
or other point of delivery by a competent 
inspector employed by the purchaser. 
The purposes of the inspection shall be 
to cull and reject pipe wffiich, independ- 
ent of the physical tests herein specified, 
fails to conform to the requirements of 
these specifications. 


Rejection 

28. Pipe shall be subject to rejection 
on account of any of the following: 

(a) Variations in any dimension ex- 
ceeding the permissible variations pre- 
scribed in Table III. 

(b) Fractures or cracks passing 
through the shell or socket, except that 
a single crack not exceeding 2 in. in 
length at either end of a pipe or a single 
fracture in the socket not exceeding 
3 in. in width nor 2 in. in length shall 
not be considered cause for rejection 
unless these defects exist in more than 
5 per cent of the entire shipment or 
delivery. 

(c) Blisters where the surface is 
broken or which project more than | in. 
above the surface. 

(d) Defects that indicate imperfect 
mixing and molding. 

(e) Cracks sufficient to impair the 
strength, durability, or serviceability 
of the pipe. 

(/) Variation of more than f in. per 
linear foot in alignment of pipe intended 
to be straight. 

(g) Failure to give a clear ringing 
sound wdien placed on end and dry- 
tapped with a light hammer. 

(h) Insecure attachment of branches 
on spurs. 

(i) The complete absence of distinct 
web-like markings, which is indicative 
of a possible deficiency of water in the 
concrete mix, from the external surface 
of pipe made by any process in which the 
forms are removed immediately after the 
concrete has been placed. 

Marking of Rejected Specimens 

29. All rejected pipe shall be plainly 
marked by the inspector and shall be 
replaced by the manufacturer or seller 
with pipe which* will meet the require- 
ments of these specifications, without 
additional cost to the purchaser. 


Standard Specifications for 


REINFORCED CONCRETE SEWER PIPE' 



A»S.T.M, Designation: C 75-41 
Adopted, 1935; Revised, 1941.^ 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation C 75; the firnal number indicates the 3 ^ear of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover rein- 
forced concrete pipe intended to be used 
for the conveyance of sewage, industrial 
wastes, and storm water. 

Class 

2. Pipe manufactured according to 
these specifications shall be known as 
“Standard Reinforced Concrete Sewer 
Pipe.” 

Basis of Acceptance 

3. The acceptability of the pipe shall 
be determined by the results of the 
strength and absorption tests prescribed 
in these specifications, if and when re- 
quired, and by inspection to determine 
whether the pipe conforms to these 
specifications as to design and freedom 
from defects. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Cominittee C-13 on Concrete Pipe. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1930 to 1935, being re- 
vised in 1934 and 1935, 


Materials 
Reinforced Concrete 

4. The reinforced concrete shall con- 
sist of Portland cement, mineral aggre- 
gates, and water, in which steel has been 
embedded in such a manner that the 
steel and the concrete act together. 

Cement 

5. Portland cement shall conform to 
the requirements for type I or type III 
as prescribed in the Standard Specifica- 
tions for Portland Cement (A.S.T.M. 
Designation: C 150) of the American 
Society for Testing Materials.® 

Steel Reinforcement 

6. Reinforcement may consist' either 
of wire conforming to the Standard 
Specifications for Cold-Drawn Steel Wire 
for Concrete Reinforcement: '(A.S.T.M. 
Designation: A 82),^ or of bars of 
structural or intermediate grade .con-, 
forming to the Standard Specifications 
for' Billet-Steel .Bars for Concrete Rein- 

® Appears in this publicatioiij see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

■' ^ 1946 Book of A.S.T.M. Standards, Partl-A. 
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forcement (A.S.T.M, Designation: A 15)^ 
of the American. Society for Testing 
Materials. 

Aggregates 

7. Aggregates shall conform to' the 
Standard' Specifications fdr Concrete 
Aggregates (A.S.T.M. Desig'nation: C 
33) of the American Society for Testing 
Materials^ 


shall the proportion of portland cement 
in the mixture be less, than six U. S. 
standard bags (94 lb.) per cubic* yard of 

concrete. 

DESIGN' 

Minimtim Designs 

9. The shell thickness and the amount 
of circumferential reinforcement shall': 


TABLE I.-'DESIGN AND STRENGTH TEST REQUIREMENTS OF STAJSTDARD REINFORCED CONCRETE 

SEWER PIPE. 

Note, For pipe 4 to 24 in. in internal diameter, see the Standard Specifications for Concrete Sewer Pipe (A,S.T,M, 
Designation: C 14) ox the .American Society for Testing Materials.* 


Internal Diameter, in. 

Strength Test Require- 
ments, lb. per linear ft. 

Minimum Design Requirements® 

Three- 

Edge- 

Bearing 

Method 

Sand- 

Bearing 

Method 

Concrete, 3000 psi. 

Concrete, 3500 psi. 

Concrete, 4000 psi. 

044 

2d 
^ • 

^3 0 

•s 

ij 

c4 

2o 

^ A 

3° 

-o 

rtl 

O 

>-? 

•1 

3 

.2 

m 

je 

o 

.2 

iO 

Total steel Area, 
sq. in. per linear ft. 

.2 

m 

.H 

H 

w 

Total Steel Area, 
sq. in. per linear ft. 

.2 

w 

d 

.2 

s 

.X3 

t/2 

Total Steel Area, 
sq. in. per linear ft, 

12 

15 

1800 

2000 

2200 

2400 

2400 

2550 

2700 

2850 

3000 

3200 

3400 

3700 

4000 

4250 

4500 

2700 

3000 

3300 

3600 

3600 

3800 

4050 

4:300 

4500 

4800 

5100 

5550 

6000 

6350 

6750 

2700 

3000 

3300 

3600 

3600 

3800 

4050 

4300 

4500 

4800 

5100 

5550 

6000 

6350 

6750 

4050 

4500 

4950 

5400 

5400 

5700 

6100 

6400 

6750 

7200 

7650 

8300 

9000 

9550 

10100 

2 

2U 

2H 

2% 

3 

3 

3H 

s% 

4 

5 

,5H 

6 

m 

7 

7H 

8 

9 

1 line 0.06 

1 line 0.06 

1 line 0.06 

1 line 0.06 

1 line 0.06 

1 line 0.07 

1 line 0.09 

1 line 0.11 

2 lines^ totalling 0.14 

2 lines^ totalling 0.16 

2 lines^ totalling 0.21 | 
2 lines^ totalling 0.25 ; 
2 lines" totalling 0.29 

2 lines^ totalling 0.32 

2 lines? totalling 0.36 

2 lines? totalling 0.40 

2 lines? totalling 0.43 

2 lines? totalling 0.49 

2 lines? totalling 0.57 

2 lines® totalling 0.67 

lU 

2 

1 line 0.07 

1 line 0.07 





18 

2 

2H 

2H 

2H 

2U 

2% 

3 

3?.^ 

3M 

Hi 

H/2 

Hi 

5 

1 line 0.07 

nine 0.07 

1 line 0,09 

1 line 0.12 

1 line 0.14 

nine, 0.17 

2 lines? totalling 0. 23 

2 lines? totalling 0.27 

2 lines? totalling 0.32 

2 lines? totalling 0.38 

2 lines? totalling 0.44 

2 lines? totalling 0,47 

2 lines® totalling 0.55 

21 



24 

27 

30 

33. . ... 

36 

42 

48 

54. .... 
60. .... 
66. .... 
72 

78. . . . . 

2V8 

2H 

3 

SVs 

m 

m 

m 

5 

SVs 

SK 

nine 0.08 

1 line 0.10 

1 line 0.12 

1 line 0.14 

2 lines? totalling 0.20 

2 lines? totalling 0.23 

2 lines? totalling 0.27 

2 lines? totalling 0.32 

2 lines? totalling 0.38 

2 lines? totalling 0.44 

2 lines® totalling 0.47 

84 









90. .... 









96, .... 









108 



















** The distance from the center line of the reinforcement to the nearest surface of the concrete has been assumed in the 
design tables, as 1 in. . 

® Where two lines of steel are specified, a single line i^laced elliptically may be used, and the area of this shall be at 
least SO per cent of the total steel area specified in the design table. 


Mixture' 

8. The aggregates shall be so graded 
and proportioned' and thoroughly mixed 
in a. batch; mixer.' with such proportions, 
of 'cement and water as will produce. a 
homogeneous concrete mixture of such, 
quality that the pipe, will conform to the 
test' and design, requirements ' of these, 
specifications. : In no case, ' however, 


be not less than the minimum design 
requirements prescribed in Table I. 

Alternate Designs 

, 10. Manufacturers may submit to the 
purchaser, for approval, designs other 
than those in Table I, provided that 
such pipe shall conform to the same 
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physi&l ^ tests and inspection require- 
ments prescribed in these specifications 
for the, pipe for wliicli jt is substituted. 
In no alternate design, however, shall 
the shell thickness be less than that 
prescribed in Table I. 

Placing^ Reinforcement 

11 . When two lines of reinforcement 
are used in circular pipe, one shall be 
placed near the inner and one near the 
outer surfaces' of the pipe. When a 
single line of circular reinforcement is 
used in circular pipe, it shall be placed 
near the inner surface of the pipe shelL 
The single line of elliptical reinforcement 
used in circular pipe, or the single line 
of circular reinforcement in elliptical 
pipe shall be placed near the inner sur- 
face at the “top^^ and ^‘bottom” of the 
pipe and near the outer surface at the 
sides (see Section 32 (d)). 

Longitudinals 

12. Each line of circumferential rein- 
forcement shall be assembled into a cage 
which shall contain sufficient longitu- 
dinal bars or members, extending 
through the barrel of the pipe, to main- 
tain the reinforcement rigidly in exact 
shape and correct position within the 
form. 

Laps, Welds, and Spacing 

13. If the splices are not welded, the 
reinforcement shall be lapped not less 
than 30 diameters for bars, and 40 di- 
ameters for cold-di*awn wire. If welded, 
the member at either a welded splice or 
intersection shall develop a tensile 
strength not less than the minimum 
strength required for the reinforcement 
by the applicable specifications cited in 
Section 6. The spacing center to center 
of adjacent rings of circumferential 
reinforcement in a cage shall not exceed 
4 in. for pipe up to and including 48 in. 
in diameter, nor exceed the shell thick- 
ness for larger pipe, and shall in no case 
exceed 6 in. 


Joints 

14. The ends of reinforced concrete 
sewer pipe shall be so formed that when 
the pipe are laid together and the joints 
cemented, they will make a coiitiniious 
and uniform line of pipe with a smooth 
and regular interior surface. The joints 
shall be of such design as will permit 
effective cementing to reduce leakage 
and infiltration to a satisfactory mini- 
mum and to permit placement without 
appreciable irregularities in the flow line. 

Joint Reinforcement ' 

15. In all pipe 36 in. or more in 
diameter, the joint shall have a circum- 
ferential reinforcement equal in area to 
that of a single line within the barrel 
of the pipe. 

Physical Test Requirements 
Strength Requirements 

16. The ultimate load, as determined 
by either of the methods described in 



Fig. L~Gage Leaf for Measuring Cracks. 


Sections 23 and 24, shall be not less than 
the ultimate load prescribed in Table I. 
When the test load reaches the cracking 
load given in the table for the size of 
pipe tested, there shall be in the barrel 
of the pipe no crack having a width of 
0.01 in. or more for a length of 1 ft. or 
more. The crack shall be considered 
0.01 in. in width when the point of the 
measuring gage will, without forcing, 
penetrate it tw in- at close intervals 
throughout the specified distance of 1 ft. 
The width of crack shall be measured by 
means of a gage made from a leaf 0.01 
in. in thickness (as in a set of standard 
machinist's gages), ground to a point 
in. in width, with corners rounded, 
and a taper of J in. per inch, as illu^-' 
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trated in Fig. 1. The ultimate load is 
reached when the pipe will sustain no 
greater load. 

Strength RequirementSj ' Elliptical Pipe 

17. Elliptical pipe shall conform to 
the test requirements for circular pipe 
having the same horizontal internal 
diameter. 

Test Requirements and Acceptability 
, Under Absorption Tests 

18. The absorption, determined as 
specified in Section 27, shall not exceed 
8 per cent of the dry weight. Pipe shall 
be considered as conforming to these 
specifications for absorption when not 
less than 80 per cent of the number of 
specimens tested, including any retested, 
conform to the test requirements. 
When the initial absorption specimen 
from a pipe fails to conform to these 
specifications, the absorption test shall 
be made on another specimen from the 
same pipe and the results of the retest 
shall be substituted for the original 
test results. 

Crushing Strength Tests 
Test Specimens 

19. The specified number of pipe for 
purpose of tests shall be furnished with- 
out charge by the manufacturer and shall 
be selected at random by the purchaser, 
and shall be pipe which would not other- 
wise be rejected under these specifica- 
tions. The selection shall be made at 
the point or points designated by the 
purchaser when placing the order. The 
test specimens shall be surface-dry when 
tested and shall not have been exposed 
to a temperature below 40 F. (5 C.) 
for the 24 hr. immediately preceding the 
test. 

Preliminary Tests 'and Tests for Ex- 
tended Deliveries 

20. A purchaser of pipe, whose needs 
require shipments at intervals over 
extended periods of time, shall be entitled 


to preliminary tests of not more than 
three sections of pipe covering each size, 
12 to 72 in. in diameter, in which he is 
interested. The acceptability of 78- to 
108-in, pipe shall be determined by tests 
of the quality of the concrete as placed 
in the pipe and by examination of the 
quality, amount, and accuracy of place- 
ment of the reinforcement. The 
strength of the concrete shall be deter- 
mined from 6 by 12-in. test cylinders 
made from the concrete used in making 
the pipe and manufactured and cured 
under identical conditions with the pipe. 
Compression tests of such cylinders 
shall be made in accordance with the 
Standard Method of Test for Compres- 
sive Strength of Molded Concrete Cylin- 
ders (A.S.T.M. Designation: C 39) of the 
American Society for Testing Materials.^ 
After these preliminary tests, a purchaser 
shall be entitled to additional tests in 
such numbers and at such times as he 
may deem necessary, provided that the 
total number of pipe tested shall not 
exceed 0.5 per cent of the pipe deliv- 
ered. 

Crushing Strength Tests 

21. Pipe may be tested for strength 
by either the three-edge-hearing method 
or the sand-bearing method, as de- 
scribed in Sections 23 and 24. 

Apparatus 

22. (a) In making the test, any me- 
chanical or hand-power device may be 
used in which the head that applies the 
load moves at such a speed as to increase 
the load at a uniform rate of approxi- 
mately 2000 lb. per linear foot of pipe 
per minute. 

(5) It is necessary that the testing 
machine used for the strength tests shall 
produce a uniform deflection throughout 
the full length of the pipe. The testing 
machine shall be substantial and rigid 
throughout, so that the distribution of 
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the load will not be affected appreciably Three-Edge-Bearing Method - 
by the deformation, or yielding of any part . 

{c) The load shall be applied continu- ' ■ When the tliree-edge-bearing 

ously until the required strength of the method is used (see Figs. 2 and 3)^ the 

pipe specified in Table I is reached. The ends of each specimen of pipe ■shall be 

load per linear foot of pipe shall be accurately m.arked in halves of the cir- 

calculated by dividing the total recorded cumference prior to the test. The Imver 




load by the laying length. The pipe 
shall not be allowed to stand under 
load longer than is required to apply the 
load and to observe and record it. The 
pipe shall be surface-dry when tested. 


bearings , shall consist of two wooden 
strips 'with vertical sides having their; 
mterior top corners roiinded to.' a radius 
of approximately J in. The strips shall 
be straight and shall be securely fastened 
to a rigid base. ; The interior vertical 


‘Editorially revised, January, 1945 , 
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sides of tlie strips shall be parallel and and 3. In testing , pipe which is ^^out of 
spaced a. ^distance apart of 1 in. per foot line/’ the lines of the bearings chosen 
of pipe diameter^ but in no case less than shall be from those which appear to give 
1 in. The upper bearing shall be a rigid the most favorable conditions for fair 
wooden blockj straight and true from test. 



Side View. Bearing Frame. 

Fig. 4. — Sand Bearings. 


end to end;. , The upper and lower bear- Sand-Bearing Method 
ings shall extend the full length of the 24. {a) When the sand-bearing method 
pipe exclusive of the belL The pipe is used (see Figs. 4 and 5), the ends of 
shall be placed symmetrically between each specimen of pipe shall be ac- 
the two bearings as illustrated in Figs. 2 eurately marked in quarters of the cir- 
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cumference prior to the test. Specimens 
shall be carefully bedded in sand, above 
and below, for one fourth the circum- 
ference of the pipe measured on the 
middle line of the barrel. The depth 
of bedding above and below the pipe at 
the thinnest points shall be one half the 
radius of the middle line of the barrel. 

(b) The sand used shall be clean and 
shall contain not less than 5 per cent of 
moisture, and shall be such as will pass 
a 4760-micron (No. 4) sieve. The sand 
in the lower bearing shall be loose when 
the pipe is placed. 



j<- iLj "■ 
I I 
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Fig, 5. — Sand Bearings.® 

(c) The top bearing frame shall not be 
allowed to come in contact with the pipe 
nor with the top bearing plate. The 
upper surface of the sand in the top 
bearing shall be struck off level with a 
straightedge, and shall be covered with 
a rigid top bearing plate, the lower sur- 
face of which is a true plane, made of 
heavy timbers or other rigid material 
capable of distributing the test load uni- 
formly without appreciable bending. 
The test load shall be applied at the 
exact center of this top bearing plate, or 
in such manner as to produce uniform 
deflection throughout the full length 
of the pipe. For this purpose a spherical 
bearing is preferred^ but two rollers at 
right angles may be used. 

(d) The test may be made without the 


use of a testing machine, by piling 
weights directly on a platform resting on 
the top bearing plate; provided, however, 
that the weights shall be piled sym- 
metrically about a vertical line through 
the center of the pipe, and that the plat- 
form shall not be allowed to touch the 
top bearing frame. 

(e) The frames of the top and bottom 
bearings shall be made of timbers so 
heavy as to avoid appreciable bending 
by the side pressure of the sand. The in- 
terior surfaces of the frames shall be 
dressed. No frame shall come in con- 
tact with the pipe during the test. A 
strip of cloth may be attached, if de- 
sired, to the inside of the upper frame 
on each side, along the lower edge, to 
prevent the escape of sand between the 
frame and the pipe. 

Acceptability and Retests 

25. (a) Should the test specimens 
selected by the purchaser conform to the 
test requirements, then all pipe repre- 
sented by such specimens shall be ac- 
cepted as to strength, provided the pipe 
shall otherwise conform to the speci- 
fications. 

(b) Should any of the specimens first 
tested fail to conform to the test re- 
quirements, then the manufacturer shall 
have the right to additional tests of the 
size or sizes of pipe which have failed. 
If the strength attained by a specimen 
is less than the strength required, in 
the amounts shown in the first column 
of the following table, additional tests 
shall be made upon pipe to the number 
specified below, for each pipe of deficient 
strength : 


Percentage of Required Number of Pipe 

Strength for Retest 

Less than 100 and 

more than 90 per cent. ........ 2 

Less than 90 and 

more than 80 per cent. 3 

Less than 80 and ;; 

more than 70 .per: cent . .: . . . . . . . 4 , 
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If the additional pipe so tested all con- 
form to tlie test requirements, then all 
pipe represented by such tests shall be 
accepted; otherwise they shall be re- 
jected, unless other tests, agreed upon 
by the purchaser and manufacturer, 
demonstrate to the satisfaction of the 
purchaser, the acceptability of the pipe. 
This latter provision, as to tests by 
agreement, shall also apply in the event 
that the strength attained by a pipe 
under test is less than 70 per cent of the 
required strength. 

Concrete Tests and Reinforcement Ex- 
amination 

26. By agreement between the pur- 
chaser and the manufacturer, the ac- 
ceptability of all sizes of pipe may be 
determined by tests of the quality of 
concrete as placed in the pipe and the 
examination of the quality, amount, 
and accuracy of placement of the rein- 
forcement. The strength of the con- 
crete shall be determined as specified in 
Section 20. 

Absorption Test 
Absorption Test 

27. Absorption tests shall be made in 
accordance with the procedure de- 
scribed in the following Paragraphs 
(a) to (e): 

(a) Test Specimens. — The number of 
absorption test specimens shall be equal 
to the number of pipe provided for 
testing. The specimens shall be ob- 
tained from pipe that are acceptable as 
to strength, and shall be taken from pipe 
used in making the strength test after 
that test is made. The specimens shall 
be marked with the number or identifica- 
tion mark of the pipe from which they 
were taken . Each specimen shall have 
an area of 16 to 24 sq. in., as measured 
on one surface of the pipe, and a thick- 
ness equal to the full depth of the pipe 


shell, and shall be ^ free from visible ■ 

cracks, 

{h) Drying Specimens. 

■shall be dried at a temperature not to 
exceed 230 F. (110 C.) until two suc- 
cessive weighings at intervals of not 
less than 2 hr. show an increment of 
loss not greater than 0.1 per cent of the 
original weight of the specimen. 

(c) Immersion and Reweighing.— Th.t 
dried specimens shall be placed in a suit- 
able receptacle, covered with distilled 
water or rain water, raised to the boiling 
point and boiled for 5 hr., and then 
cooled in wmter to a final temperature of 
from 59 to 68 F. (15 to20C.). When 
cool, the specimens shall be removed 
from the water and allowed to drain for 
not more than 1 min. The superficial 
water shall then be removed by a towel 
or blotting paper, and the specimens 
immediately weighed. 

(d) Weighing Apparatus.— bal- 
ance used shall be sensitive to 0.5 g. 
when loaded with 1 kg., and weighings 
shall be read at least to the nearest gram. 
When other than metric weights are 
used, the same degree of accuracy shall 
be obtained. 

{e) Calculations and Report.— Tht in- 
crease in weight of the boiled specimen 
over its dry weight shall be taken as the 
absorption of the specimen, and shall be 
expressed as a percentage of the dry 
weight. The results shall be reported 
separately for each specimen. 

Test Equipment 

28. Every manufacturer furnishing 
pipe under these specifications shall 
furnish all facilities necessary to carry 
out the tests required in these speci- 
fications. 

Sizes and Permissible Variations 

Standard Sizes 

29. Pipe of the internal diameters 
listed in Table I shall be considered 
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standard sizes. In elliptical pipe, the 
inside diameter at the minor axis shall 
bC ' equal to the diameter of the cor- 
responding size of circular pipe. 

Permissible Variations in Dimensions 

30. (a) Variations of the internal 
diameter shall not exceed 1.5 per cent 
for 12- to 36“in. pipe, inclusive, and 1 
per cent for 42- to 108-in. pipe, inclusive. 
The shell thickness shall not be less 
than that given in Table I by more than 
5 per cent at any point. 

(b) Variations of the position of the 
reinforcement shall not exceed | in, 
from the position provided in the design 
for pipe having an internal diameter of 
48 in. or less, and shall not exceed 
I in. for larger pipe; but the cover on 
the reinforcement shall be not less than 
I in. at any point. 

(c) The underrun in length of pipe 
from that specified shall be not more 
than I in. per ft. with a maximum of 
I in. in any length of pipe. 

Workmanship and Finish 
Finish 

31. Pipe shall be substantially free 
from fractures, large or deep cracks, and 
surface roughness. The planes of the 
ends of the pipe shall be perpendicular 
to their longitudinal axes. 

Marking 

Markings 

32. The following shall be clearly 
stenciled on each length of pipe: 

(a) The pipe class by an for 
Standard Pipe, 

(b) The date of manufacture, 

(c) The name or trade-mark of the 
manufacturer, and 

(d) Elliptical pipe with circular rein- 
forcing and circular pipe with elliptical 
reinforcing shall have the word ‘‘Top’^ 
or ‘‘Bottom” clearly stenciled on the in- 


side of the pipe at the correct place to 
indicate the proper position when laid. 

. Inspection and Rejection 
Age for Acceptance 

33. Pipe Shan be considered ready for 
acceptance when they conform to tbc' 
requirements, as indicated by the speci- 
fied tests. 

Inspection 

34. The quality of all materials, the 
process of manufacture, and the finished 
pipe shall be subject to inspection and 
approval by an inspector employed by 
the purchaser. The manufacturer, when 
so directed by the inspector, shall 
have holes cut in such sections of the 
finished pipe (not exceeding one hole in 
every 50 sections delivered), as desired, 
so that a proper inspection may be made 
of the quantity and placement of the 
reinforcement. If the pipe is also tested 
for strength or absorption, inspection of 
the reinforcement shall be made on the 
pipe sections used for those tests, and 
in no case shall the total number of pipe 
cut open for inspection of reinforcement 
exceed the number to which the pur- 
chaser is entitled under the provisions 
of Section 20 or 25. 

Rejection 

35. Pipe shall be subject to rejection 
on account of failure to conform to any 
of the specification requirements or on 
account of any of the following: 

(a) Fractures or . cracks passing 
through the shell, except that a single 
end crack that does not exceed the depth 
of the joint shall not be cause for rejec- 
tion. If a single end crack that does not 
exceed the depth of the joint exists in 
more than 10 per cent of the pipe in- 
spected,' however,' the defective pipe 
shall be rejected. 

(J) Defects that indicate imperfect 
mixing and molding. 
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(c;) Surface defects indicating honey- 
combed or open texture. 

(d) Spalls deeper than one half the 
depth of the joint or extending more 
than 4 in. around the circumference. If 
spalls not deeper than one half the depth 
of the joint or extending not more than 
4 in. around the' circumference exist in 
more than 10 per cent of the pipe, how- 
ever, the defective pipe shall be rejected. 


(e) Exposure of the circumferential 
reinforcement when such exposure would 
indicate that the reinforcement is mis- 
placed. 

(/) The complete absence of distinct 
web-like markings, which is indicative 
of a' possible deficiency of water in the' 
concrete mix, from the external surface- 
of pipe made by any process in which 
the „ forms are removed immediately- 
after the concrete has been placed. 


Standard Specifications for 
REINFORCED CONCRETE CULVERT PIPE ^ 



A.S.T.M. Designation: C 76 - 41 

Adopted, 1937; Revised, 1941.® ^^ ^ ^ ^ ^ ^ 

This Standard of the American Society for Testing Materials is Issued under 
the fixed designation C 76; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. ' These specificatioi}.s ■ cover rein- 
forced concrete pipe intended to be used 
for , the construction .of culverts. 

Classes, . 

'2. Pipe manufactured according to 
these /Specifications shall be of two 
classes known respectively as ‘‘Standard- 
Strength Reinforced Concrete Culvert 
Pipe” and “Extra-Strength Reinforced- 
Concrete Culvert Pipe.”, . . 

Basis of Acceptance 

3. The acceptability of the pipe shall 
be determined by the results of the 
strength and absorption tests prescribed 
in these specifications, ' if and when re- 
quired, and by inspection to determine 
whether the pipe conforms to these 
specifications as to design and freedom 
from defects,. : 

1 UEder the standardization procedure of the Society, 
these specifications are under the jurisdiction of tne 
A.S.T.M. Committee C-i3 on Concrete Pipe, 

* Prior to adoption as standard, these specifications 
were published as tentative from 1930 to 1937, being re- 
vised m 1935 and 1937, 


, Materials > , 

Reinforced Concrete 

4. ' The reinforced., concrete shall con- 
sist of Portland cement, mineral aggre- 
gates,- and water,; in which steel has 
been embedded in such a manner that 
the steel and' the concrete act together. 

Cement 

5. Portland; cement shall conform to 
the requirements for type I or type III 
as prescribed in the Standard Specifica- 
tions for Portland Cement (A.S.T.M. 
Designation: C 150) of the American 
Society for Testing Materials.^ 

Steel Reinforcement 

6. Reinforcement may consist either 
of wire conforming to the Standard 
Specifications for Cold-Drawn Steel Wire 
for Concrete Reinforcement (A.S.T.M. 
Designation: A 82),^ or of bars of: 
structural or intermediate grade con- 
forming to the Standard Specifications 

* Appears in this publicatioiij see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

* 194:6 Book of A.S.T.M. Standards, Part I~A. 
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TABLE I^—DESIGN AND STRENGTH TEST REQUIREMENTS OF STANDARD-STRENGTH REINFORCED 

CONCRETE CULVERT PIPE. 




Concrete, 3500 ps 

i. 


Concrete, 4500 ps 


: Strength Test 
Requirements, 
lb. per linear ft. 
of pipe. 

Internal 


Minimum Reinforcement,® sq. in. 
per linear ft. of pipe barrel 


Minimum Reinforcement,® sq. in. 
per linear ft. of pipe barrel 

.Three-Edge- 
Bearing Methcd® 

Diam- 
eter of 
Pipe, in. 

■ Mini- 
mum 
Shell 


Elliptical 
Reinforce- 
ment in 

Mini- 

mum 

Shell 


Elliptical 
Reinforce- 
ment in 

Load 



Thick- 

Circular Reinforce- 

Circular Pipe 

Thick- 

Circular Reinforce- 

Circular Pipe 

to Pro- 

Ulti-. 


ness, 

ment in Circular 

and Circular 

ness, 

ment in Circular 

and Circular 

duce a 

mate 


in. 

Pipe 

Reinforce- 
ment in 
Elliptical 
Pipe 

in. 

Pipe 

Rdnforce- 
ment In 
Elliptical 
Pipe 

O.Ol-in. 

Crack 

Load 

12 

2 

Mine 0.07 


m 

1 line 0.08 


2250 

3 500 

15....... 

2M 

1 line 0.09 


2 

1 line 0.11 


2625 

4 065 

IS 

2K 

1 line 0.12 

Mined. 10 

2 

1 line 0.14 


3000 

4 500 

24. 

3 

1 line 0.17 

1 line 0,13 

234 

1 line 0.20 

1 line 0.17 

3000 

5 000 

30 

334 

1 line 0.22 

1 line 0.17 

3 

1 line 0.28 

1 line 0.21 

3375 

5 750 

36. ..... . 

4 

2 lines, each 0.18 

1 line 0.18 

3?4 

2 lines, each 0.22 

1 line 0.22 

4050 

6600 

42 

434 

2 lines, each 0.21 

1 line 0.21 

SH 

2 lines, each 0.25 

1 line 0.25 

4725 

7 350 

48 

5 

2 lines, each 0.25 

1 line 0.25 

434 

2 lines, each 0.31 

1 line 0.31 

5400 

8 000 

54 

SH 

2 lines, each 0.30 

1 line 0.30 

iVs 

2 lines, each 0.37 

1 line 0.37 

5850 

9 000 

60 

6 

2 lines, each 0.33 i 

1 line 0.33 

5 

2 lines, each 0.41 

1 line 0.41 

6000 

lOOOO 

66 

634 

2 lines, each 0.37 

1 line 0.37 

534 

2 lines, each 0.45 

Mine 0.45 

6300 

11 000 

72 

7 

2 lines, each 0.40 

1 line 0.40 

6 

2 lines, each 0.48 

1 line 0.48 

6600 

12 000 

78 

734 

2 lines, each 0.43 

1 line 0.43 

634 

2 lines, each O.Sl 

1 line 0.51 ; 



84 

8 

2 lines, each 0.46 

1 line 0.46 

7 

2 lines, each 0.54 

1 line 0.54 



90 

8 

2 lines, each 0.56 

1 line 0.56 






% 

S34 

2 lines, each 0.60 

1 line 0.60 






102 

m 

2 lines, each 0.72 

1 line 0.72 


■ 




108 

9 

2 lines, each 0.78 

1 line 0.78 







“ The distance from the center line of the reinforcement to the nearest surface of the concrete has been assumed in the 
design tables as 134 for pip^ with a shell 2}4 in. or more in thickness, 

**^Test loads for sand-bearing tests shall be one and one-half times those specified in this table for the three-edge- 
bearing tests. 
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for Billet-Steel Bars for Concrete Rein- 
forcement' (A.S.T.M.Designation: A 15)^ 
of the American Society,, for Testing 
.Materials. 

Aggregates 

7. "Aggregates shall conform, to .the 
Standard Specifications for Concrete Ag- 
gregates (A.S.T.M, Designation: C 33) 
of the American Society for Testing 
Materials.'"^ 

Mixture 

8. The aggregates shall be so graded 
and proportioned and thoroughly mixed 
in a batch mixer with such proportions 
of cement and water as will produce a 
homogeneous concrete mixture of such 
quality that the pipe will conform to the 
test and design requirements of these 
specifications. In no case, however, 
shall the proportion of portland cement 
in the mixture be less than six U. S. 
standard bags (94 lb,) per cubic yard of 
concrete. 

Design 

Mimmum Designs 

9. The shell thickness and the amount 
of circumferential reinforcement shall 
be not less than that prescribed in 
Tables I and 11. 

Alternate Designs 

10. Manufacturers may submit to the 
purchaser, for approval, designs other 
than those in Tables I and II, provided 
that such pipe shall conform to the same 
physical tests and inspection require- 
ments prescribed, in these specifications 
for the pipe for which it is substituted. 
In DO alternate design, however, shall 
the shell thickness be less than that pre- 
scribed in Tables I and II. . ' 

Placing Reinforcement 

11. In circular pipe having one line of 
circular reinforcement, the reinforcement 


in the barrel of the pipe shall be placed 
equally distant from^ the inner and outer, 
.surfaces of the ■ pipe. In circular pipe 
having two lines of circular reinforce- 
ment,' each line shall be so placed that 
the net protective covering of concrete 
over the reinforcement in the barrel of 
the pipe shall be not less than 1 in. 
In circular pipe having elliptical rein- 
forcement, and in elliptical pipe having 
circular reinforcement, the reinforce- 
ment in the barrel of the pipe shall 
be so placed that the net protective 
covering of concrete along the vertical 
diameter of the pipe shall be not less than 
1 in. from the inside surface of the pipe, 
and the net protective covering of con- 
crete along the horizontal diameter of 
the pipe shall be not less than 1 in, from 
the outside surface of the pipe. (See 
Section 34 (d)). The location of the 
reinforcement shall be subject, however, 
to the variation permitted in Section 
32 (&). 

Longitudinals 

12. Each line of circumferential rein- 
forcement shall be assembled into a cage 
which shall contain sufficient longitu- 
dinal bars or members, extending 
through the barrel of the pipe, to main- 
tain the reinforcement rigidly in exact 
shape and correct position within the 
form. 

Laps, Welds, and Spacing 

■ 13. If the splices are not welded, the 
reinforcement shall be lapped not less 
than 30 diameters for bars, and 40 di- 
ameters for cold-drawn wire. If welded, 
the member at either a welded splice or 
intersection shall . develop '.a tensile 
strength not , less , than the minimum 
strength required for the,Tein,forcement 
'by the applicable specifications cited in 
Section 6. The spacing center to cen- 
ter of, adjacent rings of .circumferential. 
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reinforcement in a cage shall not exceed 
4 in. for pipe up to and including 48 in. 
in diameter, nor exceed the shelL thick- 
ness for larger pipe, and shall in no case 
exceed .6 in. 

Joints 

14 . The endS' of reinforced concrete, 
culvert pipe shaU be of such' design that 
the pipe when laid shall form a continu- 
ous conduit with a smooth and uniform 
interior surface. 

'• J oint Reinforcement 

15. In all pipe 36 in. or more in 
diameter, the joint shall have a cir- 
cumferential reinforcement equal in area 
to that of a single line within the barrel 
of the pipe. 

Curing 

Curing 

16. Pipe shall be subjected to any one 
of the methods of curing described in 
the following Paragraphs (a) to (c) or 
to any other method or combination of 
methods, approved by the purchaser, 
that will give satisfactory results: 

(a) Steam Curing , — Pipe may be 
placed in a curing chamber, free from 
outside drafts, and cured in a moist 
atmosphere, maintained at a temper- 
ature between 100 and 130 F. (38 and 
54 C.) by the injection of steam for 
a period of not less than 24 hr. or, when 
necessary, for such additional time as 
may be needed to enable the pipe 
to meet the strength requirements. 
When a curing chamber is not available, 
pipe may be placed in an enclosure of 
canvas or other closely woven material 
and subjected to saturated steam at 
the temperature and for the time speci- 
fied above. The enclosure shall be so 
erected as to allow full circulation of 


steam around the entire pipe; The In- 
terior surfaces of the curing room or 
canvas jackets' and the surfaces of the 
pipe shall be entirely moist at all times. 

(b) Water Spray Curing,— Under the. 
conditions of enclosure prescribed in 
Paragraph (a), pipe may be cured by 
subjecting it to a continuous or fre- 
quently applied fine spray of water in 
an enclosure maintained at a tempera- 
ture of not less than 70 F. (21 C.) for a 
period of not less than 72 hr., or such 
additional time as may be necessary 
to meet the strength requirements. 
If the enclosure is maintained at a tem- 
perature of less than 70 E. (21 C.), the 
curing period shall be increased as may 
be necessary to meet the strength re- 
quirements. 

(c) Saturated Cover Curing . — The 
sides and top of each pipe may be 
covered with heavy burlap or other suit- 
able material, saturated with water 
before applying and kept saturated with 
water at a temperature of not less than 
70 F. (21 C.) for 72 hr., or such addi- 
tional time as may be necessary to meet 
the strength requirements. The ends 
of the pipe shall be so enclosed as to 
prevent the free circulation of air 
through or around the pipe. If the tem- 
perature of the water is less than 70 F. 
(21 C.), the curing period shall be in- 
creased as may be necessary to meet the 
strength requirements. 

Physical Test Requirements ' 
Strength Requirements 

17. The ultimate load, as determined 
by either of the methods described in 
Sections 25 and 26, shall be not less 
than the ultimate load prescribed in 
Tables I and II. When the test load 
reaches the cracking load given in the 
tables for the size and class of pipe 
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tested, there shall be in the barrel of 
the pipe DO crack having a width of 0.01 
ill, or more for a length of 1 ft. or more. 
The crack shall be considered 0.01 in, 
in width when the point of the measur- 
ing gage will, without forcing, penetrate 
it iV in. at close intervals throughout 
the specified distance of 1 ft. The 
width of crack shall be measured by 
means of a gage made from a leaf 0.01 
in, in thickness (as in a set of standard 
machinist’s gages), ground to a point 
in. in width, with corners rounded, and 
a taper of | in, per inch, as illustrated in 
Fig. 1. The ultimate load is reached 
when the pipe , will sustain no greater 
load. 


i"per inch — , 



Fig. 1. — Gage Leaf for Measuring Cracks. 


Strength Requirements, Elliptical Pipe 

18. Elliptical pipe shall conform to 
the test requirements for circular pipe 
having the same horizontal internal 
diameter. 

Test Requirements and Acceptability 

Under Absorption Tests 

19. The absorption, determined as 
specified in Section 29, shall not exceed 
8 per cent of the dry weight. Pipe 
shall be considered as conforming to 
these specifications for absorption when 
not less than 80 per cent of the number 
of specimens tested, including any re- 
tested, conform to the test requirements. 
When the initial absorption specimen 
from a pipe fails to conform to these 
specifications, the absorption test shall 
be made on another specimen from the 
same pipe and the results of the retest 
shall be substituted for the original test 
results. 


Cnishing. Strength Tests 
Test Specimens 

20. The specified number of pipe for 
purpose of tests shall be furnished with- 
out charge by the manufacturer and sliall 
be selected at random by the purchaser, 
and shall be pipe which would not other- 
wise be rejected under these specifica- 
tions. The selection shall be made at 
the point or points designated by the 
purchaser wdien placing the order. The 
test specimens shall be surface-dry when 
tested and shall not have been exposed 
to a temperature below 40 F. (5 C.) 
for the 24 hr. immediately preceding 
the test. 

Preliminary Tests and Tests for Ex- 
tended Deliveries 

21. A purchaser of pipe, whose needs 
require shipments at intervals over 
extended periods of time, shall be en- 
titled to preliminary tests of not more 
than three sections of pipe covering 
each size, 12 to 72 in. in diameter, in 
which he is interested. The accepta- 
bility of 78- to 108-in. pipe shall be 
determined by tests of the quality of 
the concrete as placed in the pipe and by 
examination of the quality, amount, 
and accuracy of placement of the rein- 
forcement. The strength of the concrete 
shall be determined from 6 by 12-in. 
test cylinders made from the concrete 
used in making the pipe and manufac- 
tured and cured under identical condi- 
tions with the pipe. Compression tests 
of such cylinders shall be made in 
accordance with the Standard Method 
of Test for Compressive Strength of 
Molded Concrete Cylinders (A.S.T.M. 
Designation : C 39) of the American So- 
ciety for Testing Materials.®, , After these 
preliminary tests, a purchaser shall be 
entitled to additional tests in such num- 
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bers and at. such times as lie may deem ■ an order, and, not to exceed five. pieces 
necessary, provided that the total num- of any - one size; otherwise the number 
ber of pipe tested shall not exceed 2 per of - pipe desired for testing shall be in- 
cent^of the pipe delivered. eluded in the order. 




Tests for Occasional Orders 

22. A purchaser who places occasional 
orders shall be entitled to test a num- 
ber of pipe not to exceed 2 per cent® of 


Editorially revised, January, 1945, 
s If these si>ecifications are used for sewers, the number 
of pieces of pipe supplied for testing shall be in accord- 
ance with Section 20 of the Standard Specifications for 
Reinforced Concrete Sewer Pipe (A.S.T.M. Designation; 
C 75), see p.. 41§. . 


Crushing Strength Tests 

23. Pipe may be tested for strength 
by either the three-edge-bearing method 
or the sand-bearing method, as de- 
scribed in Sections 25 and 26. 

Apparatus 

24, (a) In making the test, any me- 
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chanical or hand-pom^er device may be throughout, so that the distribution of 
used in which the head that applies the the load will not be affected appreciably 
load moves at such a speed as to increase by the deformation or yielding of any 
the load at a uniform rate of approxi- part. 




Bedding of Barrel, Bedding of Socket. 



Upper 

Side View. Bearing Frame. 


Fig. 4,— Sand Bearings. 

mately 2000 lb. per linear foot of pipe {c) The load shall be applied con tinu- 
per minute, ously until the required strength of the 

{h) It is necessary that the testing ma- ■ pipe ■ specified ' in Tables ' I and II is 
chine used for the strength tests shall reached. The load perlmearfoot of pipe 
produce a uniform deflection throughout shall be calculated by dividing the total 
the full length of the pipe. The testing recorded load by the laying length. . The 
machine shall be substantial and rigid pipe shall not be allowed to stand under 
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load longer than is required to apply the 
load and to observe and record it. The 
pipe shall be surface-dry when tested. 

Three-Edge-Bearing Method 

' 25. When the ' three-edge-bearing 
method is used (see Figs. 2 and 3), the 
ends of each specimen of pipe shall be 
accurately marked in halves of the cir- 
cumference prior to the test. The lower 
bearings shall consist of two wooden 
strips with vertical sides having their 
interior top corners rounded to a radius 
of approximately | in. The strips shall 
be straight and shall be securely fastened 
to a rigid base. The interior vertical 
sides of the strips shall be parallel and 
spaced a distance apart of 1 in. per foot 
of pipe diameter, but in no case less than 

1 in. The upper bearing shall be a 
rigid wooden block, straight and true 
from end to end. The upper and lower 
bearings shall extend the full length of 
the pipe exclusive of the bell. The pipe 
shall be placed symmetrically between 
the two bearings as illustrated in Figs. 

2 and 3. In testing pipe which is ''out 
of line’V the lines of the bearings chosen 
shall be from those which appear to give 
the most favorable conditions for fair 
test. 

Sand-Bearing Method 

26. (a) When the sand-bearing method 
is used (see Figs. 4 and 5), the ends of 
each specimen of pipe shall be ac- 
curately marked in quarters of the cir- 
cumference prior to the test. Specimens 
shall be carefully bedded in sand, above 
and below, for one fourth the circum- 
ference of the pipe measured on the 
middle line of the barrel. The depth 
of bedding above and below the pipe at 
the thinnest points shall be one half the 
radius of the middle line of the barrel. 

(b) The sand used shall be clean and 
shall contain not less than S per cent of 
moisture, and shall be such as wiH pass a 


4760-micron (No. 4) ' sieve. The sand 
in the lower bearing shall be loose when' 

the pipe is placed. 

(c) The top bearing frame shall not be 
allowed to come in contact with the pipe 
nor with the top bearing plate. The 
upper surface of the sand in the top 
bearing shall be struck off level with a 
straightedge, and shall be covered with 
a rigid top bearing plate, the lower sur- 
face of which is a true plane, made of 
heavy timbers or other rigid material 
capable of distributing the test load uni- 
formly without appreciable bending. 
The test load shall be applied at the 




Fig. 5. — Sand Bearings.^® 

exact center of this top bearing plate, or 
in such manner as to produce uniform 
deflection throughout the full length 
of the pipe. For this purpose a spherical 
bearing is preferrM, but two rollers at 
right angles may be used. 

(d) The test may be made without the 
use of a testing machine, by piling weigh ts 
directly on a platform resting on the 
top bearing plate; provided, how'ever, 
that the weights shall be piled sym- 
metrically about a vertical line through 
the center of the pipe, and that the plat- 
form shall not be allowed to touch the 
top bearing frame. 

(e) The frames of the top and bottom 
bearings shall be made of timbers so 
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heavy as to avoid ■ appreciable bending 
by the side pressure of the sand. The in- 
terior surfaces of the frames shall be 
dressed. No frame shall come in con- 
tact with the pipe during the test. A 
strip of cloth may be attached, if desired, 
to the inside of the upper frame on each 
side, along the lower edge, to prevent 
the escape of sand between the frame 
and the pipe. 

Acceptability and Retests 

27. Pipe shall be acceptable under the 
strength tests when all test specimens 
conform to the test requirements. 
Should any of the preliminary test 
specimens provided for in Section 21, or 
any of the test specimens provided for 
in Section 22, fail to meet the test re- 
quirements, then the manufacturer will 
be allowed a retest on two additional 
specimens for each specimen that failed, 
and the pipe shall be acceptable only 
when all of these retest specimens meet 
the strength requirements. 

Concrete Tests and Reinforcement Ex- 
amination 

28. By agreement between the pur- 
chaser and the manufacturer, the accept- 
ability of all sizes of pipe may be deter- 
mined by tests of the quality of concrete 
as placed in the pipe and the examination 
of the quality, amount, and accuracy of 
placement of the reinforcement. The 
strength of the concrete shall be deter- 
mined as specified in Section 21. 

Absorption Test 
Absorption Test 

29. Absorption tests shall be made in 
accordance with the procedure described 
in the following Paragraphs {a) to (e) : 

{a) Test Specimens, number of 
absorption test specimens shall be equal 
to the number of pipe provided for 
testing. The specimens shall be ob- 


tained from pipe that are acceptable as 
to strength, and shall be taken from 
pipe used in making the strength test 
after that test is made. The specimens 
shall be marked with the number or 
identification mark of the pipe from 
which they were taken. Each specimen 
shall have an area of 16 to. 24 sq.dm, 
as measured on one surface of the pipe, 
and a thickness equal to the full depth 
of the pipe shell, and shall be free from 
visible cracks. 

{h) Drying Specimens, ---Specimens 
shall be dried at a temperature not to 
exceed 230 F. (110 C.) until two suc- 
cessive weighings at intervals of not less 
than 2 hr. show an increment of loss not 
greater than 0.1 per cent of the original 
weight of the specimen. 

(c) Immersion and Rmeighing, — The 
dried specimens shall be placed in a 
suitable receptacle, covered with dis- 
tilled water or rain water, raised to the 
boiling point and boiled for S hr., and 
then cooled in water to a final tempera- 
ture of from 59 to 68 F. (15 to 20 C,). 
When cool, the specimens shall be re- 
moved from the water and allowed to 
drain for not more than 1 min. The 
superficial water shall then be removed 
by a towel or blotting paper, and the 
specimens immediately weighed, 

(d) Weighing Apparatus, — The bal- 
ance used shall be sensitive to 0,5 g. 
when loaded with 1 kg., and w^eighings 
shall be read at least to the nearest 
gram. V^Tien other than metric weights 
are used, the same degree of accuracy 
shall be obtained. 

{e) Calculations and Report, —The in- 
crease in weight of the boiled specimen 
over its dry weight shall be taken as the 
absorption of the specimen, and shall 
be expressed as a percentage of the dry 
weight. The results shall be reported 
.separately for each specimen. 
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Test Equipment 

30. Every manufacturer furnishing 
pipe under these specifications shall 
furnish all facilities necessary to carry 
out the tests required in these specifi- 
cations. 

Sizes and Permissible Variations 
Standard Sizes 

31. Pipe of the internal diameters 
listed in Tables I and II shall be the 
standard sizes for culvert construction. 
In elliptical pipe, the inside diameter at 
the minor axis shall be equal to the 

iameter of the corresponding size of 
circular pipe. 

Permissible Variations in Dimensions 

32. (a) Variations of the internal diam- 
eter shall not exceed plus or minus 1 per 
cent for pipe having an internal diameter 
of 36 in. or less, and shall not exceed 
plus or minus 0.75 per cent for larger 
pipe. The shell thickness shall not be 
less than that intended in the design 
by more than 5 per cent at any point. 

(b) Variations of the position of the 
reinforcement shall not exceed J in. 
from the position provided in the design 
for pipe having an internal diameter of 
48 in. or less, and shall not exceed i in. 
for larger pipe; but the cover on the 
reinforcement shall not be less than | in. 
at any point. 

(c) The underrun in length of pipe 
from that specified shall be not more 
than I in. per ft. with a maximum of 
I in. in any length of pipe. 

Workmanship and Finish 
Finish 

33. Pipe shall be substantially free 
from fractures, large or deep cracks, and 
surface roughness. The planes of the 
ends of the pipe shall be perpendicular 
to the longitudinal axis. 


Marking ' 

Marking 

34. The following' shall be: clearly 
stenciled on the pipe: 

by a . for, . Standard-,, 

Strength Pipe, and 
by an for Extra- 

^ Strength Pipe, 

(^) The date of manufacture, 

(c) The name or trade-mark of the 
manufacturer, and 

(d) Elliptical pipe with circular rein- 
forcing and circular pipe wuth elliptical 
reinforcing shall have the word ‘‘Top’^ 
or “Bottom’’ clearly stenciled on the 
inside of the pipe at the correct place 
to indicate the proper position when 
laid. 

Inspection and Rejection 
Age for Acceptance 

35. Pipe shall be considered ready for 
acceptance when they conform to the 
requirements, as indicated by the speci- 
fied tests. 

Inspection 

36. The quality of all materials, the 
process of manufacture, and the finished 
pipe shall be subject to inspection and 
approval by an inspector employed by 
the purchaser. The manufacturer, when 
so directed by the inspector, shall 
have holes cut in such sections of the 
finished pipe (not exceeding one hole in 
every 50 sections delivered), as desired, 
so that a proper inspection may be made 
of the quantity and placement of the 
reinforcement. If the pipe is also tested 
for strength or absorption, inspection of 
the reinforcement shall be made on the 
pipe sections used for those tests, and 
in no case shall the total number of pipe 
cut open for inspection of reinforcement 
exceed the number to which the pur- 
chaser is entitled under the provisions 
of Section 21, 22, or 27. 


(a) The 
pipe 
class 



438 Specifications for Reinforced ■ Concrete Culvert Pipe (C 76 - 41) 


Rejection ^ 

37. Pipe shall be subject to rejection 
on account of failure to conform to any 
of the specification requirements or on 
account of any of the following: 

(u) Fractures or cracks passing 
through the shell, except that a single 
end crack that does not exceed the depth 
of the joint shall nofbe cause for rejec- 
tion. If a single end crack that does not 
exceed the depth of the joint exists in 
more than 10 per cent of the pipe in- 
spected, however, the defective pipe 
shall be rejected, 

(b) Defects that indicate imperfect 
mixing and molding. 

(c) Surface defects indicating honey- 
combed or open texture. 


(d) Spalls deeper than one half the 
depth of the joint; or; extending; more 
than 4 in. around the circumference. If 
spalls not deeper than one half the depth 
of the joint or extending not more than 
4 in. around the circumference exist in 
more than 10 per cent of the pipe, how- 
ever, the defective pipe shall be rejected. 

(e) Exposure of the circumferential 
reinforcement when such exposure would 
indicate that the , reinforcement is 
misplaced. 

(/) The complete absence of distinct 
web-like markings, which is indicative 
of a possible deficiency of water in the 
concrete mix, from the external surface 
of pipe made by any process in which 
the forms are removed immediately after 
the concrete has been placed. 



Standard Specifications for 
CONCRETE IRRIGATION PIPE' 



A.S,T.M. Designation: C 118 - 39 
Adopted, 1939.2 

Ihis Standard of the American Society for Testing Materials is issued under 
the fixed designation C 118; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover concrete 
pipe intended to be used for the convey- 
ance of irrigation water under low hydro- 
static heads. 

Class 

2» Pipe manufactured according to 
these specifications shall be known as 
“A.S.T.M. Standard Concrete Irrigation 
Pipe.” 

Basis of Acceptance 
3. The acceptability of the pipe shall 
be determined by the results of the tests 
prescribed in these specifications, if and 
when required, and by inspection to de- 
termine whether the pipe conforms to 
these specifications as to design and free- 
dom from defects. 

Materials 

.Concrete 

,, 4. The concrete , shall cons.ist of port- 
land cement,. ' mineral ;,;aggregates and 
water; 

* Under tlie standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-13 on Concrete; Pipe. , ; 

9 Prior to adoption as standard, these specifioitions 
were published as tentative from 1935 to 1939, being re- 
vised ml938. 


Cement 

5. Portland cement shall conform to 
requirements for type I or t^'pe III as 
prescribed in the Standard Specifications 
for Portland Cement (A.S.T.M. Desig- 
nation: C 150) of the American Society 
for Testing Materials.® 

Aggregates 

6. Aggregates shall conform to the 
Standard Specifications for Concrete 
Aggregates (A.S.T.M. Designation: 

C 33) of the American Society for Test- 
ing Materials.® The maximum size of 
coarse aggregate used shall not exceed 
one- third the shell thickness of the ‘ 
pipe. 

Mixture 

7. The aggregates shall be so graded * 
and proportioned and thoroughly mixed 
with such proportions of cement and 
water as will produce a homogeneous 
concrete mixture of such quality that the 
pipe will conform to the test and design 
requirements of these specifications. 


* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Design AND Permissible Variations 
IN Dimensions 

Alternate Designs 

' 8 . Manufacturers may submit to the 
purchaser, for approval, designs other 
than those in Table I. In no alternate 
design, however, shall the shell thick- 
ness and test requirements be less than 
those prescribed in Table L . . 

Variation in Diameter 

9, Variation of the internal diameter 
shall not exceed plus or minus 5 % in. for 


TABLE I. — PHYSICAL TEST EEQUIEEitlENTS FOR 
STANDARD CONCRETE IRRIGATION PIPE. 


- 

Internal 
Diam- 
eter, in. 

Minimum 
Shell 
Thick- 
ness, in. 

Test Requirements 

Internal 
Hydro- 
static 
Pres- 
sure on 
Individ- 
ual Sec- 
tions, 
psi. 

IVIinimum 
Three- 
' Edge- 
Bearing 
Load, Ib. 
per linear 

1 ft. 

j 

Maximuni 
Absorp- 
tion, per 
cent 

=*•6 

3 

4 

75 

1000 

8 

8 

7 

I 

1 65 

1000 

8 

10 

1 

60 

1250 

8 

12 

i| 

55 

1500 

8 

n4 

li 

50 

1600 

8 

15 

If 

50 

1700 

8 

no 

If 

50 

1800 

8 

18 1 

n 

50 

1900 

8 

*20 

n 

45 

2000 

8 

2! 

2 

45 

2100 

8 

24 ..... 

2| 

40 

2200 

8 


* Special sizes obtainable in some localities. 


6 -in. pipe, plus or minus i in. for pipe 
having an internal diameter greater than 
6 in. but not more than 18 in., and plus 
or minus I'V in. for larger pipe. 

Variation in Thickness 

10. The shell thickness at any point 
shall not be less than the minimum 
specified in Table I by more than - 5 ^ in. 
for pipe having an internal diameter of 
12 in. or less, * 5 % in. for pipe having an 
internal diameter greater than 12 in. but 


not more than 18 in., and | in. for larger 

pipe. 

Joints 

11 . The ends of concrete irrigation 
pipe shall be so formed that when the 
pipe are laid together and the joints ce- 
mented they will make a continuous and 
uniform line of pipe with a smooth and 
regular interior surface. The joints 
shall be of such design as will permit 
effective cementing and placement with- 
out appreciable irregularities in the flow 
line. 

Physical Properties and Tests 
Test Specimens 

12 . (a) Specimens for tests shall be 
full-size pipe which shall in every respect 
conform to the inspection requirements 
prescribed in these specifications, 

(b) The specimens to be tested shall 
be selected at random by the purchaser 
or his representative at the point or 
points specified in the order. The 
manufacturer shall furnish specimens for 
purpose of tests, without charge, up to 
O.S per cent of the number of pipe of 
each size included in the order, except 
that in no case shall less than two speci- 
mens be furnished, the manufacturer 
bearing all expense of testing such pipe. 
Should a larger number of specimens be 
tested upon demand of the purchaser or 
manufacturer, then the cost of such ad- 
ditional test specimens and the expense 
of testing shall be borne by the party 
making such demand. 

(c) The purchaser shall specify the 
proportion of the test specimens that 
shall be subjected to the strength tests 
and the proportion that shall be sub- 
jected to the hydrostatic test. 

(d) Should the test specimens selected 
by the purchaser conform to the test 
requirements, . then all pipe represented 
by such specimens shall be accepted, 
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provided the pipe; shall otherwise con- 
form to the. specificat,ions. 

(e) Should any of the specimens first 
tested fail to conform to the test re- 
quirements, then the manufacturer shall 
have the right to test two additional 
lengths of pipe from the same lot, se- 
lected by mutual agreement with the 
purchaser, for each specimen that has 
failed. If the additional pipe so tested 
all conform to the test requirements, 
then all pipe represented by such tests 
shall be accepted, otherwise they shall 
be subject to rejection. 



Strength Tests 

13. Pipe shall be tested for strength 
by either the three-edge-bearing method 
or the sand-bearing method, as described 
in the following Paragraphs (a) to (c): 

Three-Edge-Bearing Method 

(u) When tested by the three-edge- 
bearing method (see Fig. 1), individual 
pipe shall meet the minimum load re- 
quirements specified in Table I. 

In making the test the ends of each 
specimen of pipe shall be accurately 
marked in halves of the circumference 
prior to the test. The lower bearings 
shall consist of two wooden strips 
with vertical sides, having their interior 
top corners rounded to a radius of ap- 


proximately, I in.' The strips shall he 
straight and shall be securely' fastened 
to a rigid block at least 6 by 6 in. in 
cross-section. The interior verticalkides 
of the strips shall be parallel and spaced 
a distance apart of 1 in. per foot of pipe 
diameter, but in no case less than 1 in. 
If requested by the manufacturer or 
the purchaser previous to the test, be- 
fore the pipe is placed, a fillet of plaster 
of Paris and sand, thick enough to com- 
pensate for the inequalities of the pipe 
barrel, shall be cast on and between 
the lower bearings. The pipe shall be 
placed upon the fillet while the plaster 
of Paris is still somewhat plastic. The 




Bedding of Barrel. 

Fig. 2. — Sand Bearings.^ 

upper bearing shall be a rigid wooden 
block at least 6 by 6 in. in cross-section, 
straight and true from end to end. A 
fillet of plaster of Paris may also be cast 
along the length of the crown of the 
pipe to equalize the bearing. The upper 
bearing shall be brought in contact 
while the plaster of Paris is still some- 
what plastic. The upper and lower 
bearings shall extend the full length of 
the pipe (see Fig 1), 

Sand-Bearing Method 

(b) When tested by the sand-bearing 
method (see Fig. 2) individual pipe shall 
meet a minimum load 50 per cent greater 

^Editorially revised, January, 1945. 
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than specified in Table I for the three- 
edge-bearing test. ■ 

When the sand-bearing method (see 
Fig. 2) is used the ends of each speci- 
men of pipe shall be accurately marked in 
quarters of the circumference prior to 
the test. Specimens shall be carefully 
bedded in sand, above and below, for 
one-fourth the circumference of the pipe 
measured on. the middle line of the 
barrel The depth of the bedding above 
and below the pipe at the thinnest points 
shall be one-half the radius of the middle 
line of the barrel 

The sand used shall be clean and shall 
contain not less than 5 per cent of mois- 
ture, and shall be such as will pass a 
4760-micron (No. 4) sieve. The sand 
in the lower bearing shall be loose when 
the pipe is placed. 

The top bearing frame shall not be 
allowed to come in contact with the pipe 
nor with the top bearing plate. The 
upper surface of the sand in the top 
bearing shall be struck off level with a 
straightedge, and shall be covered with 
a rigid top-bearing plate, the lower sur- 
face of which is a true plane, made of 
heavy timbers or other rigid material 
capable of distributing the test load 
uniformly without appreciable bending. 
The test load shall be applied at the 
exact center of this top bearing plate, or 
in such manner as to produce uniform 
deflection throughout the full length of 
the pipe. For this purpose a spherical 
bearing is preferred, but two rollers at 
right angles may be used. 

The test may be made without the use 
of a testing machine, by piling weights 
directly oti a platform resting on the top 
bearing plate; provided, however, that 
the weights shall be piled symmetrically 
about a vertical line through the center 
of the pipe, and that the platform shAll 
not be allowed to touch the top bearing 
frame. 


The frames of the top and bottom: 
bearings shall be made of timbers so 
heavy as to avoid ' appreciable bending 
by the side pressure of sand. The in- 
terior surfaces of the frames shall be 
dressed. No frame shall come in con- 
tact with the pipe during the test. . A 
strip of cloth., may be attached, if de- 
sired, to the inside of the .upper frame 
on each ' side, along the lower edge, to 
prevent the escape of sand between the 
frame and the pipe. 

Testing Apparatus 

(c) In making the test, any mechani- 
cal or hand-power device may be used 
in which the head that applies the load 
moves at such a speed as to increase the 
load at a uniform rate of approximately 
20001b. per linear foot of pipe per 
minute. 

It is necessary that the testing ma- 
chine used for the strength tests shall 
produce a uniform deflection throughout 
the full length of the pipe. The testing 
machine shall be substantial and rigid 
throughout, so that the distribution of 
the load will not be affected appreciably 
by the deformation or yielding of any 
part. 

The load shall be applied continuously 
until the required strength of the pipe 
specified in Table I is reached. The 
load per linear foot of pipe shall be cal- 
culated by dividing the total recorded 
load by the laying length. The pipe 
shall not be allowed to stand under load 
longer than is required to apply the load 
and to observe and record it. The pipe 
shall be surface-dry when tested. 

Hydrostatic Test 

14. (a) When an. individual pipe is 
subjected to the internal ' hydrostatic 
.pressure given in Table I, there shall be 
.no leakage through the shell of; the pipe. 

.. Moisture appearing ..on the , surface of 
the pipe, in the form of .patches .or, beads. 



Specifications for: Concrete Irrigation . Pipe (G 118 - 39) : 443 


adhering to the surface shall not be 
considered leakage. ^ 

(b) The equipment for making the 
hydrostatic test shall be mutually satis- 
factory to the purchaser and the manu- 
facturer. Suitable fittings shall be pro- 
vided for. exhausting the air and ad- 
mitting the water into the specimen. A 
standardized pressure gage for recording 
the internal pressure shall be connected 
close to the specimen. The pressure 
shall first be increased uniformly to 10 
psi, and held at this pressure for 10 min. 
The water pressure shall then be in- 
creased uniformly until the required 
maximum pressure is reached as speci- 
fied in Table I. If the pipe is to be 
coated on the inside with cement grout 
or other material, the hydrostatic test 
shall be made before such coating is 
applied. 

Absorption Test 

15. Absorption tests shall be made in 
accordance with the procedure described 
in the following Paragraphs (a) to (e) : 

(a) Test Specimens . — The number of 
absorption test specimens shall be equal 
to the number of pipe provided for test- 
ing, The specimens shall be obtained 
from pipe that are acceptable as to 
strength, and shall be taken from pipe 
used in making the strength test after 
that test is made. The specimens shall 
be marked with the number or identifica- 
tion mark of the pipe from which they 
were taken. Each specimen shall have 
an area of 12 to 20 sq. in., as measured 
on one surface of the pipe, and a thick- 
ness equal to the full depth of the pipe 
shell, and shall be free from visible 
cracks. 

Q}) Drying . Specimens . — -Specimens 
shall be dried at a temperature not to 
exceed 230 F. (HOC.) until two suc- 
cessive weighings at intervals of not less 
than 2 hr, show an increment of loss not 


greater than 0.1 per cent of the original 
weight of the specimen. . 

{c) Immersion and Reweighmg.~-Th€ 
dried specimens shall be placed in a 
suitable receptacle covered with distilled 
water or rain water, raised to the boiling 
point and boiled for 5 hr., and then 
cooled in water to a final temperature of 
from 59 to 68 F. (15 to 20 C.). When 
cool, the specimens shall be removed 
from the water and allowed to drain for 
not more than 1 min. The superficial 
water shall then be removed by a towel 
or blotting paper, and the specimens 
immediately weighed. , 

(d) Weighing Apparatus ~Tht bal- 
ance used shall be sensitive to 0.5 g. 
when loaded with 1 kg., and weighings 
shall be read at least to the nearest 
gram. When other than metric weights 
are used, the same degree of accuracy 
shall be obtained. 

{e) Calculations and Report . — The in- 
crease in weight of the boiled specimen 
over its dry weight shall be taken as the 
absorption of the specimen, and shall 
be expressed as a percentage of the dry 
weight. The results shall be reported 
separately for each specimen. 

Workmanship and Finish 

Finish 

16. Pipe shall be concentric, and free 
from fractures, large or deep cracks and 
surface roughness, other than those 
normally produced in the manufacture 
of the pipe. The planes of the ends of 
the pipe shall be perpendicular to the 
longitudinal axis. 

Inspection and Rejection ' 

Age for Shipment 

17. Pipe shall be considered ready for 
acceptance when they conform to the 
test requirements prescribed in these 
specifications, and have been properly 
cured for at least 7 days. 



444 


.Specifications FOR Concrete Irrigation ' Pipe ^ (C 118 ~ 39) 


laspectfon 

18. The quality of all materials and 
the finished pipe shall be subject to in- 
spection and approval by an inspector 
employed by the purchaser. 

Rejection 

19. Pipe shall be subject to rejection 
on account of failure to conform to any 
of the specification requirements or on 
account of any of the following: 

(a) Fractures or cracks passing 
through the shell, except that an end 
crack that does not exceed the depth of 
the joint, or a fracture that at its deepest 


point does not exceed the depth of the 
joint nor extend more than 10 per cent 
around the circumference of the joint 
shall not be considered cause for rejec- 
tion unless these defects exist in more 
than 5 per cent of the pipe inspected. 
If these defects exist in more than 5 per 
cent of the pipe inspected, the defective 
pipe shall be rejected. 

(b) Defects which indicate imperfect 
mixing, placing, and curing of concrete, 

(c) The absence of distinct web-like 
markings on the external surface of pipe 
made by the packerhead or machine- 
tamped process. 


Recommended Practice for 

LAYING SEWER PIPE* 



A.S.T.M. Designation: C 12 ~ 19 
Adopted, 1919.2 

This Recommended Practice of the American Society for Testing Materials is 
issued under the fixed designation C 12; the final number indicates the year of 
original adoption as standard or, in the case of revision, the year of last revision. 


Preparation of Trenches for Pipe Laying 

1. (a) Pipe lines should be placed at a 
sufficient depth below the surface of the 
street to avoid dangerous pressure or 
impact. When this is not possible, 
special reinforcement should be pro- 
vided. 

{h) Trenches should be only of suffi- 
cient width to provide a free working 
space on each side of the pipe, preferably 
of not over one-third of the nominal 
diameter and never less than 4 in., ac- 
cording to the size of the pipe and the 
character of the ground; but in every 
case there should be sufficient space 
between the pipe and the sides of the 
trench to make it possible to thoroughly 
ram the back-filling around the pipe and 
to secure tight joints. 

{c) Trenches should be kept free from 
water until the material in the joints and 
masonry has sufficiently hardened. 

^ Under the standardization procedure of the Society , 
this recommended practice was formerly under the juris- 
diction of the Committee on Cla;:^ and Concrete Pipe. In 
1932 that committee was divided into two committees, C-4 
on Clay Pipe and C-13 on Concrete Pipe, and in October, 
1933, this recommended practice was placed under the 
jurisdiction of Committee C-4 with the understanding that 
it would be suitably revised to apply to clay pipe only. 

2 Prior to adoption as standard, this recommended 
practice was published as tentative from 1915 to 1919, 
being revised in 1916 and 1917. 


{d) To protect pipe lines from unusual 
stresses, all work should preferably be 
done in open trenches. 

Preparation of Foundations for Pipe 
Laying 

2. (a) The foundations in the trench 
should be formed to prevent any sub- 
sequent settlement which might result 
in excessive pressure and consequent 
rupture of the pipes. 

{b) If the foundation is rock, an equal- 
izing bed of concrete or sand well com- 
pacted should be placed upon the rock. 
The thickness of these beds should be 
not less than 4 in. Pipes should be laid 
in these beds so that at least the lower 
third of each pipe is supported through- 
out its entire length. 

{c) If the foundation is good firm 
earth, the earth should be pared or 
molded to give a full support to the 
lower third of each pipe an^ if necessary 
to secure a proper bearing for the pipe, a 
layer of concrete, fine gravel, or other 
suitable material should be placed. The 
same means of securing a firm foundation 
should be adopted in case the excavation 
has been made deeper than necessary. 
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. If there is no good natural founda- 
tion, the pipes should be laid in a con- 
crete cradle supported on a masonry 
foundation ; carried to a soil of satis- 
factory bearing power, or supported on 
a structure designed to carry the weight 
of pipe and its load to a firm bearing. 

Pipe Laying 

3. (a) The laying of pipes in ’finished 
trenches should be commenced at the 
lowest point, so that the spigot ends 
point in the direction of flow* 

(b) All pipes should be laid with ends 
abutting and true to line and grade. 
They should be fitted and matched so 
that when laid in the work they will 
form a sewer with a smooth and uniform 
invert. It is necessary to use all possible 
care when shoving the pipes together, so 
that the joints will not be unnecessarily 
large. ' 

(c) Sockets should be carefully cleaned 
before pipes are lowered into trenches. 
The pipes should be so lowered as to 
avoid unnecessary handling in the 
trench. 

(d) The pipes should be set firmly 
according to line and grade, and the 
joints carefully adjusted and filled with 
the jointing material. 

(e) Joints should be made in the fol- 
lowing manner: A closely twisted hemp 
or oakum gasket of suitable diameter, 
in no case less than | in., and in one 
piece of sufificient length to pass around 
the pipe and lap at the top, should be 
solidly rammed into the annular spaces 
between the pipes with a suitable 
calking tool. When cement joints are 
used, the gasket should first be saturated 
with neat cement grout. The remainder 
of the space should then be completely 
filled with the jointing materials. 


Backfilling Trenches ■ 

4. (a) All trenches and excavations 
should be backfilled immediately after 
the pipes are laid therein, unless other 
protection ' of the pipe line is directed. 
The backfilling material should., be 
selected and deposited with special 
reference to the future . safety, , of the 
pipes. Clean earth, sand, or rock dust 
should be solidly tamped about the 
pipes up to a level at least 2 ft. above 
the top of the pipes. This material 
should be carefully deposited in uniform 
layers. Unless otherwise permitted, 
each layer should be carefully and solidly 
tamped or rammed with proper tools so 
as not to injure or disturb the pipe 
line. 

(b) Puddling or water flooding for 
consolidating the backfilling is recom- 
mended only for sandy and gravely ma- 
terials. If this method is used, the first 
flooding should be applied after the 
backfilling has been compacted by tamp- 
ing up to 2 ft. above the top of the pipes, 
and the second flooding during or after 
the subsequent filling of the trench. An 
excess of water should be avoided, in 
order to prevent disturbance of the 
earth under and around the pipes and 
also to prevent an undue excess of pres- 
sure upon them. 

(c) Walking or working on the com- 
pleted pipe line, except as may be neces- 
sary in tamping or backfilling, should 
not be permitted until the trench has 
been backfilled to a height of at least 
2 ft. over the top of the pipes. 

(d) The filling of the trench should be 
carried on simultaneously on both sides 
of the pipes, in such a manner that 
injurious side pressures do not occur. 
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Designation: C 33 ~ 46 

Adopted, 1939; Revised, 1940, 1942, 1944, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C33; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover fine and 
coarse aggregates suitable for use in 
concrete. 


Deleterious Substances 
3. {a) The amount of deleterious sub- 
stances in fine aggregate shall not exceed 
the limits prescribed in Table I. 


Note: Qiialily of Aggregates . — It is recog- 
nized that for certain purposes satisfactory 
results may be obtained with materials not 
conforming to these specifications. In such 
cases the use of fine and coarse aggregates not 
conforming to these specifications may be 
authorized only under special provisions based 
upon laboratory studies of the possibility of 
designing a mixture of materials to be used on 
the job that will yield concrete equivalent in 
quality to the specified mixture made writh 
material complying with these specifications in 
all respects. 

Fine Aggregate 
General Characteristics 
2. Fine aggregate shall consist of 
natural sand or of sand prepared from 
stone, blast-furnace slag, or gravel, or, 
subject to the approval of the engineer, 
other inert materials having similar 
characteristics. ; 

1 Under the standardization procedure of the Society, 
these specifications are under the juiisdiction of the A.S. 
T.M, Coinmittee C-9 on Concrete and Concrete Aggre^ 
gates. " ^ ■ 

* Prior to adoption as standard, these specifications 
were published as tentative from 1921 to 1939, being re- 
vised in 1923, 1926, 1928, 1930, 1931, 1936, and 1937. 


TABLE I.-PERMISSIBLE LBUTS FOR DELETE- 
RIOUS SUBSTANCES IN CONCRETE 
AGGREGATES. 



Recom- 
mended 
Permissible 
Limits, 
max., per 
cent by 
weight 

Maximum 
Permissible 
Limits, 
per cent by 
weight 

Clay lumps 

1 

1.5 

Coal and lignite 

Material finer than No. 200 
sieve: 

(a) In concrete subject to 

0.25 

1 

surface abrasion. 

(b) All other classes of 

2 

4 ' 

concrete.. 

Other deleterious substances 
(such as shale, alkali, 
mica, coated grains, soft 

3 

■ 5 

and flaky particles) 

as specified 

as specified ■ 


Note. — The recommended limits should be 
specified on all work where it is economically 
practicable to obtain materials conforming 
thereto. 

{b) Organic All fine ag- 

gregate shall be free from injurious 
amounts of organic impurities. Aggre- 
gates subjected to the colorimetric test 
for organic impurities and producing a 
color darker than the standard shall be 
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rejected unlesSj when tested' in ac- 
cordance with the Standard Method of 
Test for Measuring Mortar-Making Pro- 
perties of Fine - Aggregate (A.S.T.M. 
Designation: C 87),® the mortar develops 
a compressive strength at 7 and 28 days 
of not less than ... per cent'^ of that 
developed by the mortar specified in that 
method as the basis for comparison. 

Grading 

4. (a) Fine aggregate shall be well 
graded from coarse to fine and when 
tested by means of laboratory sievesshall 
conform to the following requirements: 


Percentage 

Sieves Passing 

i-in 100 

No. 4 (4760-micron) 95 to 100 

No. 16 (1190-micron) 45 to 80 

No. 50 (297-microii).. 10 to 30 

No. 100 (149-micron) 2 to 10 


Note 1 . — At the approval of the engineer, 
when the fine aggregate is to be used in concrete 
mixtures containing five or more sacks of cement 
per cubic yard, the limitations on the material 
passing the No. 50 and No. 100 sieves may be 
5 to 30 and 0 to 10 per cent, respectively. 

Note 2. — Fine aggregate failing to pass the 
minimum requirements for the material passing 
the No. 50 or No. 100 sieve, or both, may be used, 
provided a satisfactory inorganic fine material 
is added to correct for the difference in grading. 

Note 3. — Attention is called to the fact that 
the relatively wide range in grading which is 
shown in the above table should be permitted 
only when it is economically impracticable to 
obtain materials meeting more restrictive re- 
quirements. The most desirable grading will 
depend upon the type of work and the class of 
concrete. For the leaner mixes, or when a small 
size coarse aggregate is used, in cases -where the 
degree of workability is important, it is desirable 
to further restrict the allowable ranges in sizes 
shown so as to insure a grading approaching the 
maximum percentage passing each sieve. On 
the other hand, for the richer mixes, in the inter- 
ests of maximum strength and economy, a 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at fiont of book. 

*A percentage should be inserted by the engineer to 
suit local conditions. 

*> Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M, Designation: E li), seep. 1237. 


grading as coarse as is consistent with the 
requirements for workability should be specified. 
However, 7j. no case should a range in grading 
be required more restrictive on any one sieve 
than indicated below : 


No. 16 (1 190-mkron) sieve. ....... 20 per cent 

No. 50 (297-micron) sieve 15 per cent 

No. 100 (i49-micron) sieve. ....... 5 per cent 


(b) Uniformity of Grading. — The above 
gradation for fine aggregate represents 
the extreme limits whidh shall determine 
the suitability for use of fine aggregate 
from all sources of supply. The grada- 
tion of fine aggregate from any one^ 
source shall be reasonably uniform' and' 
not subject to the. extreme percentages' 
of gradation specified above. For the 
purpose of determining the degree of 
uniformity of a fine aggregate, a fineness 
modulus determination shall be made 
upon representative samples of fine ag- 
gregate from such sources as are pro- 
posed for use. Fine aggregate from any 
one source having a variation in fineness 
modulus greater than plus or minus 0.20 
from the fineness modulus of the repre- 
sentative^ sample submitted by the con- 
tractor shall either be rejected or may be 
accepted subject to such adjustment in 
proportions as may be necessary by 
reason of changes in grading of fine ag- 
gregate. Fine aggregate from different 
sources of supply shall not be mixed or 
stored in the same pile nor used alter- 
nately in the same class of construction 
or mix, without permission from the 
engineer. 

{c) In case the concrete resulting from 
a mixture of aggregates approaching the 
extreme limits for gradation is not of a 
workable character or when finished does 
not exhibit a proper surface, due to an^ 
excess of particles approximately' | to | 
in. in size, either a fine aggregate having 
a sufi&dently greater percentage of fine 
material, or a coarse aggregate having a 
sufficiently smaller percentage ■ of fine: 
material shall be used. 
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Mortar Strength 

5. Fine aggregate : shall be of such 
quality that when made into a mortar 
and tested in accordance with the Stand- 
ard Method of Test for Measuring Mor- 
tar-Making Properties of Fine. Aggre- 
gate (A.S.T.M. Designation: C 87),® the 
mortar' shall develop a compressive 
strength at 7 and 28 days of not less 
than . , . per cent"^ of that developed by 
the mortar specified in that method as 
the basis for comparison. 

Note.— “The graded standard sand mentioned 
in Section 5 may be obtained with a mixture of 
approximately equal parts by weight of standard 
Ottawa sand conforming to the requirements 
prescribed in the Standard Method of Test 
for Tensile Strength of Hydraulic-Cement 
Mortars (A.S.T.M. Designation: C 190)^ and 
graded Ottawa sand conforming to the require- 
ments specified in Section 4 of the Standard 
Method of Test for Compressive Strength of 
Hydraulic-Cement Mortars (A.S.T.M. Desig- 
nation: C109).® 

Soundness 

6. Fine aggregate shall pass a so- 
dium or magnesium sulfate accelerated 
soundness test, except that aggregates 
failing in the accelerated soundness test 
may be used if they pass a satisfactory 
freezing -and-tha wing test, 

Coarse Aggregate 
Genera! Characteristics 

7. Coarse aggregate shall consist of 
crushed stone, gravel, blast-furnace slag, 
or other approved inert materials of 
similar characteristics, or combinations 
thereof, having hard, strong, durable 
pieces, free from adlierent coatings and 
conforming to the requirements of these 
specifications.' 

Deleterious Substances . 

8. The amount of deleterious sub- 
stances in coarse aggregate shall not 
exceed 'the foUowmg limits: ; 


Recommended® Maximum 

Permissible ' Permissible 

Limits, max., Limits, 

pei cent by per cent by 

■ weight , weight 


Soft fragments. . 2 5 

Coal and lignite. 0.25 1 

Clay lumps... . 0.25 0,25 

Material finer 
than No. 200 
(74-micron) 

sieve . 0.5^' P' 

Other deleteri- 
ous sub- 
stances. as specified as specified 


® The recommended requirements should be specified on 
all work where it is economically practicable to obtain 
materials conforming thereto. 

® When the material finer than the No. 200 sieve.con- 
sists_ essentially of crusher dust, the recommended and 
ma.ximum permissible limits specified above may be raised 
to 0.75 and 1,5 per cent, respectively. 

Grading 

9. {a) Coarse aggregate shall be well 
graded between the limits specified and 
shall conform to the requirements pre- 
scribed in Table 11. 

{h) Designation of a given coarse ag- 
gregate as aggregate of a certain maxi- 
mum size shall be understood to mean 
that more than 5 per cent must be re- 
tained on the next smaller of the sieves 
appearing in Table II. 

(c) In case the concrete resulting from 
a mixture of aggregates approaching the 
extreme limits for gradation is not a 
workable character or when finished does 
not exhibit a proper surface, due to an 
excess of particles approximately i to 
I in. in size, either a fine aggregate 
having a sufficiently greater percentage 
of fine material or a coarse aggregate 
having a sufficiently smaller percentage 
of fine material shall be used. 

Weight of Slag 

10. Blast-furnace slag that meets the 
grading requirements of these specifica- 
tions shall conform to the following 
weight requirements: 

Compact Weigbt, 
min., lb. 
per cu. ft. 


General concrete . .... . . . 65 

Concrete subject to abrasion. . ... 70 




450 


Specifications for' Concrete Aggregates (C 33 - 46) 


.Soundness 

IL Coarse aggregate ' shall' pass a 
sodium' or magnesium sulfate accelerated 
soundness' tests except that aggregates 
failing in the accelerated soundness test 
may be used if they pass a satisfactory 
freezing- and-thawing test. 

.Note.— Many, engineers believe that an 
abrasion test for coarse aggregate to be used in 
concrete subject to abrasion is important, but 
no test limits are specified, due to the status of 
knowledge concerning suitable specification 
limits for this test. The committee believes 
that the abrasion tests when applied to blast- 
furnace slag do not meet the requirements for a 
desirable test. This recommendation is made 


(c) Amount' of Material ' Finer than 
No, 200 &>?;^.“-Standard Method of 
Test for Amount of Material Finer than 
No. 200 Sieve in Aggregates (A.S.T.M. 
Designation: C 117).® 

(d) Organic Standard 

Method of Test for Organic Impurities 
in Sands for Concrete (A.S.T.M. Desig- 
nation: C 40).® 

{e) Mortar Strength. — Standard 
Method- of Test for Measuring Mortar- 
Making Properties of Fine Aggregate 
(A.S.T.M. Designation: C87).® 

(/) Compressive Strength. — Standard 
Method of Test for Compressive Strength 


table ii.-grading requirements for crushed stone, gravel, and blast-furnace slag. 


Percentages Passing Laboratory Sieves Having Square Openings*'* 


Designated Size 

2| in. 

2 in. 

IK in. 

1 in. 

2 in. to No. 4 

100 

95 to 100 


35 to 70 

l}4 in. to No. 4 


100 

95 to Ibo 


1 in. to No. 4 

M iu- to No. 4. ..... . 

H in. to No. 4® 

2 in. to 1 in 



100 

90 to 100 
100 

ioo 

90 to 100 

35 to 70 

Oto 15 

in. to M in 


100 

90 to 100 

20 to 55 


Min. 


35 to 70 


90 to 100 
100 


0 to IS 


® Not more than 5 per cent passing the No. 8 (2380-micron) sieve. 


M in. 

i 

Hin. 

No, 4 
(4760- 
micron) 

10 to 30 

25 to 60 

90 to 100 

io to 30 

20 to 55 

OtoS 

0 to 5 

0 to 10 
Oto 10 

0 to IS 





after cousideration of the results of a study to 
determine the value of the abrasion test as to the 
concrete making properties of slag. 

Methods of Sampling and Testing 

12. The aggregates shall be sampled 
and the properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
the American Society for Testing Ma- 
terials (except as specified in Paragraph 
0 ‘)): 

(a) Sampling. — Tentative Methods of 
Sampling Stone, Slag, Gravel, Sand, 
and Stone Block for Use as High- 
way Materials (A.S.T.M. Designation : 
D 75).® 

(b) Sieve Analysis, — Standard 
Method of Test for Sieve Analysis of 
Fine and Coarse Aggregates (A.S.T.M, 
Designation: C 136).® 


of Molded Concrete Cylinders (A.S.T.M 
Designation: C39).® 

(g) Soundness, — Tentative Method of 
Test for Soundness of Aggregates by 
Use of Sodium Sulfate or Magnesium 
Sulfate (A.S.T.M'. Designation: C 88).® 
{h) Clay Lumps. —StB.nd3iTd Method 
of Test for Clay Lumps in Aggregates 
(A.S.T.M. Designation: C 142).® 

(i) Coal and Lignite,— Stmda.id 
Method of Test for Coal and Lignite 
in Sand (A.S.T.M. Designation: C 
123).® 

(f) Method of Test for . Per- 

centage of. Shale in Aggregate,® Stand- 
ard Method T-10' of The American Asso- 
ciation’ of State Highway OjBacials. ' 


® See “Standard Specifications, for Highway Materials 
and Methods of Sampling and Testing,^’ the Am. Assn. 
State Highway Officials, Part II, p. 201 (1942). 
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{k) Moisture —TentSitiYe Method of 
Test for Surface Moisture in Fine Ag- 
gregate (A.S.T.M. Designation: C 70).^ 

(l) Weight of Standard Meth- 

od of Test for Unit Weight of Ag- 
gregate (A.S.T.M. Designation: C 29.).® 

(m) Abrasion,— 'li abrasion tests are 
made the following methods of test are 
recommended: 

(1) Abrasion qf Standard 

Method of Test for Abrasion of Graded 
Coarse Aggregate by Use of the Deval 
Machine (A.S.T.M. Designation: 
.D 289).® 

(2) Abrasion of Rock. "—Stmdavd 

, , Method of Test for Abrasion .of Rock- 
by Use of the Deval Machine (A.S, 
'T.M. Designation: D 2) j.® except that 
for material having specific gravities 


■ lower than 2.2 a 4000-g. sample shall 
be used. 

(3) A hrasion of Coarse Aggregate — 
Standard Method of Test for Abrasion 
of Coarse Aggregate by Use of the Los 
'Angeles Machine (A.S.T.M.: Designa-' 
tion: C131).® 

■ ■ {n) Fineness Modulus —Aht fineness 
modulus is the sum of percentages in 
the. sieve analysis divided by 100 when 
the sieve .analysis is expressed as cumu- 
lative percentages coarser than each .of 
■■■the following sieves: ; No. 100 ::(149-mi- 
cron), No, SO (297-micron), No. 30 (590- 
micron), ■ No. 16 (1190-micron), ; No. 8 
(2380-micrGn), and No. 4 (4760-micron). 
The sieve ■■ analysis shall . be made in 
accordance with Standard ' Method 
C136. 


Stmtdard Specifications for 

LIGHTWEIGHT AGGREGATES FOR CONCRETE* 



A.S.T.M. Designation J C 130 -42 
Adopted, 1939; Revised, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 130; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifi-cations cover light- 
weight aggregates suitable for use in 
concrete. 

Note. — The specification limits that are 
not enclosed in parentheses are recommended for 
use when it is practicable to secure economically 
materials conforming to them. When it is not 
practicable to secure such materials economically 
the specification limits may be extended, but not 
beyond the maximum permissible limits shown 
in parentheses. Generally, such extension in 
the specification limits can be compensated for 
by a change in the design of the mix or by the 
exercise of more than the usual care in the con- 
trol of the concrete during construction. 

General Characteristics 

2. {(L) Lightweight aggregates shall 
consist of pumice, lava, tufa, slag, 
burned clay, burned shale, cinders de- 
rived from the high-temperature com- 
bustion of coal or coke showing a loss on 
ignition of not more than 25 per cent 
(40 per cent)® and volatile matter of not 

1 XlEder the standardization procedure of the Society 
these specifications are under the jurisdiction of the 
A,S.T.M. Committee C-9 on Concrete and Concrete 
Aggregates. 

^ Prior to adoption as standard, these specifications 
were published as tentative from 1937 to 1939. 

, * See Note under Section 1. 


more than 5 per cent, or, subject to 
approval by the engineer, other material 
having strong, durable particles and con- 
forming to the requirements of these 
specifications. 

(5) When approved by the engineer, 
for the purpose of securing the desired 
workability, lightweight aggregate con- 
forming to the requirements of these spec- 
ifications may be mixed with a fine aggre- 
gate conforming to the requirements of the 
Standard Specifications for Concrete Ag- 
gregates (A.S.T.M. Designation: C 33) of 
the American Society for Testing Ma- 
terials,^ provided, however, that the 
combined aggregate shall conform to all 
the other requirements of these specifi- 
cations. 

Deleteriotis Substances 

.3. (a) Lightweight aggregate shall not 
contain excessive amounts of deleterious 
substances. 

(5) Organic Impurities —Mi light- 
weight aggregate shall be free from in- 
jurious amounts of organic impurities. 
Aggregates subjected to the colorimetric 

'» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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test for organic impurities and producing 
a color darker than the . standard shall 
be rejected unless they' pass ' the mortar 
strength test (Section 6)3 which require* 
ment may be raised by the engineer by 
not more than 10 per cent. ' 

Grading 

'4. Lightweight aggregate shall be 
graded from coarse to fine within the 
limits prescribed in Table I. 

Unit Weight ; ' 

S. Lightweight aggregate meeting the 
grading requirements of these specifica- 


reduced to the grading' specified for fine 
aggregate before use in the mortar 

test- 

(b) The standard sand (Note) referred 
to in Paragraph (u) shall be • natural 
silica sand from OttawEj III, graded as 

follows: 

Percentage ' 

Sieve® ■ Retained * ■ 

No. 100 (!49-inicron). . . 98 2 . 

No. SO (297»micron) ... 72 d= 5 
No. 30 (590-micron).. . 2 d= 2 

No. 16 (1190-microii). . none 

Note.— Sand conforming to the above re- 
quirements may be obtained from the Ottawa 
Silica Co., Ottawa, HI. 


TABLE L-GRADING REQUIREMENTS FOR LIGHTWEIGHT AGGREGATES. 


Percentages Passing Sieves Having Square Openings® 


Size Designation 

1 in. 

3i in. 

34 in. 

H in. 

No. 4 
(4760 
micron) 

No. 8 1 

(2380 1 

micron) ! 

No. 16 
(n90 
micron) 

No. 50 
(297 
micron) 

! No. lOO 

I , 

.micron) 

Fine Aggregate: 

^ in. to aust. 

in. to dust 



100 

100 

95 to 100 

95 to 100 
55 to 80 


45 to 80 

10 to 30 
10 to 25 

1 

5 to 15 

5 to 15 

Coarse Aggregate: 





34 in. to No. 4 


100 

90 to 100 

40 to 75 

0 to IS 

0 to 5 




34 in. to No. 8 

% in. to No. 4 

100 

90 to 100 

100 

85 to 100 
20 to 55 

0 to 20 
Oto 10 

0 to 5 

0 to 5 





tions when tested in a dry condition 
shall conform to the following weight 
requirements: 

Unit Weight, max 
lb. per cu. ft. 


Fine aggregate 75 

Coarse aggregate 55 


Mortar Strength 

6 . (a) Lightweight aggregate shall be 
of such quality that when made into a 
mortar and subjected to the mortar 
strength test (Section 8 (d)) it shall 
develop a compressive strength at 7 or 
28 days of not less than 70 per cent (or, 
for concrete not exposed tO' wear or 
weather, 60 per cent) of that developed 
by a mortar prepared in the same man- 
ner with the same cement and the' 
graded standard sand described in Para- 
graph (i). Coarse aggregate shall be , 


Soundness 

7. Lightweight aggregate, when sub- 
jected to five cycles of the accelerated 
sulfate soundness test, shall lose not 
more than 12 per cent (15 per cent)^ in 
weight, provided, how’-ever, that an 
aggregate failing in this requirement 
may be accepted if it passes a satisfac- 
tory freezing-and-thawing test. The 
engineer may waive the soundness test 
requirement for lightweight aggregate 
for concrete not to be exposed to mois- 
ture. 

Methods of Sampling and Testing 

8 . Lightweight aggregate, /shall be 
sampled and the properties enumerated 


® Detailed requirements' for these sieves are given ia 
the Standard Specifications for Sieves for Testing Pur- 
poses (A.S.T.M. Designation; E 11), see p. 1237. 
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in these specifications shall be deter- 
mined in accordance with the following 
methods of the American Society .for 
Testing .Materials: 

(a) Sampling . — Tentative Methods of 
Sampling Stone, Slag, Gravel, Sand, and 
Stone Block for Use as Highway Mate- 
rials (A.S.T.M« Designation: .D 75).^ 

(b) ^Grad-mg , — Standard Method of 
Test for:. Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M, Designa- 
tion: C 136).^ 

(^r) Unit Weight . — Standard Method 
of Test for Unit Weight of Aggregate 
(A.S.T.M. Designation: C 29),^ utilizing 
the jigging procedure described in Sec- 
tion 6 of Methods C 29. Unit weights 
shall be determined on material dried 


to constant weights at not less than 
100 C. and not more than 120 :C» 

■ (d) Mortar 5if e^wglA^—Standard 
Method of Test for Measuring Mortar- 
Making Properties of Fine Aggregate 
(A.S.T.M. Desipation: C 87).^ 

{e) Compressive Strength— 

Method of Test for Compressive Strength 
of Molded Concrete Cylinders (A.S.T.M . 
Designation* C39).^ 

(f) Soundness . — Tentative Method of 
Test for Soundness of Aggregates by Use 
of Sodium Sulfate or Magnesium Sulfate 
(A.S.T.M. Designation: C 88).^ 

(g) Organic Impurities . — Standard 
Method of Test for Organic Impurities 
in Sands for Concrete (A.S.T.M. Desig- 
nation: C40).^ 



AMERICA!? ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD^ 
AA..S.H.O, NO.; T96-46 


Standard Method of Test for 

x\BRASION OF COARSE AGGREGATE BY USE OF THE 
LOS ANGELES MACHINE^ 



A.S.T.M. Designation: C 131 - 46 
Adopted, 1939; Revised, 1944, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 131; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the procedure 
for testing crushed rock, crushed slag, 
uncrushed gravel, and crushed gravel 
(Note), for resistance to abrasion in the 
Los Angeles testing machine with an ab- 
rasive charge. 

Note — Ledge rock, hand-broken into ap- 
proximately cubical fragments of the different 
sizes shown, when tested by this method, has 
been found to have a loss of approximately 85 
per cent of that for crushed rock of the same 
quality. 

Apparatus 

2. {a) Los Angeles Machine. — The 
Los Angeles abrasion testing machine, 
conforming in all its essential character- 
istics to the design shown in Fig. 1, shall 
be used. The machine shall consist of 
a hollow steel cylinder, closed at both 
ends, having an inside diameter of 28 in. 
and an inside length of 20 in. The 
cylinder shall be mounted on stub shafts 

1 Under the standardization i>rocedure of the Society, 
this method is under the joint jurisdiction of the A.S.T-M. 
Committee €-9 on Concrete and Concrete Aggregates and 
Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1937 to 1939, being revised in 
1938 and 1939. 


attached to the ends of the cylinder but 
not entering it, and shall be mounted in 
such a manner that it may be rotated 
about its axis in a horizontal position. 
An opening in the cylinder shall be 
provided for the introduction of the test 
sample. The opening shall be closed 
dust-tight with a removable cover bolted 
in place. The cover shall be so designed 
as to maintain the cylindrical contour 
of the interior surface unless the shelf 
is so located that the charge will not fall 
on the cover, or come in contact with it 
during the test. A removable steel 
shelf, projecting radially in. into the 
cylinder and extending its full length, 
shall be mounted along one element of 
the interior surface of the C 3 dinder. The 
shelf shall be of such thickness and so 
mounted, by bolts or other approved 
means, as to - be firm and rigid. The 
position of the shelf shall he such that 
the distance from the shelf to the open- 
ing, measured along the circumference 
of the cylinder in the direction of rota- 
tion, shall not be less than 50 in. 

Note. — The use of a shelf of wear-resistant 
steel, rectangular in cross-section and mounted 
independently of the cover, is preferred. How- 
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cvei:, a sMf consisting of a section of rolled 
angle, properly mounted on the inside of the 
cover plate, may’ be used^ provided the direction 
of rotation is such that the charge will be caught 
oh^the outside face, of the angle. ' 

(b) Sieves, — Square-hole sieves of the 
following sizes shall conform to the 


Abrasive Charge 

3. (a) The abrasive charge shall con- 
sist of cast-iron spheres or steel spheres 
approximately 1-J in. in diameter and 
each weighing between '390 and 445 g. 
The cast-iron spheres shall conform to 





Fig, L— Los Angeles Abrasion Testing Machine. 


Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11) of the American Society 
for Testing 'Materials ■ 

Fine Series: 

No, 12 (1680-micron) 

Coarse Series: 
l|-in, 

1-in., , 
i-in. ; , 

, ' ,' l-in. ' 

' , l-in. " 


* Appears in this puMicatioii, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


the following requirements as to chemi- 


cal composition: 

Combined carbon, min., per cent. . . . 2.50 

Graphitic carbon, max., per cent. . . . 0.25 

Manganese, max., per cent. ... ..... 0.50 

Phosphorus, max., per cent ...... . . . 0 . 25 

Sulfur, max., per cent. ......... . . . 0.08 

Silicon, max., per cent. ..... 1.00 


Note. — Cast-iron spheres, uniform in size, 
conforming to these specifications are available. 
The above chemical requirements for the cast- 
iron spheres are identical with those for the 
cast-iron spheres used in the rattler test for pav- 
ing brick as prescribed in the Standard Speci- 
fications for Paving Brick (A>S.T.M. Designa- 



Test tor Abrasion of Coarse Aggregate (C 131 - 46) 


457 


tion: C 7) of the American Society for Testing 

Materials.® 

Steel spheres !|} in. in diameter and weigh- 
ing 417 g. can be obtained from at least one 
manufacturer. If they are not readily available, 
the next larger size (1| in.) may be ground to 
size. 

{b) The abrasive charge, depending 
upon the grading of the test sample as 
described in Section 4, shall be as 
follows: " 


Number Weight of 

Grading of Spheres Charge, g. 

A. 12 5000 d= 25 

B 11 4584 db 25 

C 8 3330 ±20 

D.... 6 2500 ±15 


Test Sample 

4. The test sample shall consist of 
5000 g. of clean, dry aggregate and shall 
conform to one of the gradings shown 
in Table I. The grading used shall 
be that most nearly representing the 
aggregate furnished for the work. 


TABLE I.-GRADINGS OF TEST SAMPLES. 


Sieve Size 
(Square Openings) 

Weight, g. 

Passing 

Retained on 

T3 W 

ad- 
ng B 

ad- 
ng C 

ad- 
ng D 



O 

O 

o' 

O 

VA in. 

1 in. 


12.S0 




% in 

1250 




M in. 

A m. 

Vs in. 

No. 3 1 


1250 

2.500 



A in 

1250 

2500 



N^o. 3 

No. 4 

2500 

2500 


No. 4 1 

No. 8. 



5000 






Procedure 

'5., The test sample and the abrasive 
charge shall be placed in the Los Angeles 
abrasion testing machine and the ma- ^ 
chine rotated for 500 revolutions at a'' 
speed of from 30 to 33 rpm. The ma- 
chine shall be so driven and so counter- 
balanced as to maintain a substantially 
uniform peripheral speed. If an angle 
is used as the shelf, the machine shall 
be rotated in such a direction that 
the charge is caught on the outside sur- 
face of the angle. At the completion 
of the test, the material shall be removed 
from the machine and sieved on a No. 12 
(1680-micron) sieve. The material re- 
tained on the sieve shall be washed, 
dried, and accurately weighed to the 
nearest gram (Note). 

Note. — Attention is called to the fact that 
valuable mfonnation concerning the uniformity 
of the sample under test may be obtained by 
determining the loss after 100 revolutions. 
When this determination is made, care should be 
taken to avoid loss of any part of the sample; 
the entire sample, including the dust of abrasion, 
shall be returned to the testing machine for the 
completion of the test. 

Calculation 

6. The difference between the original 
weight and the final weight of the test 
sample shall be expressed as a percentage 
of the original weight of the test sample. 
This value shall be reported as the per- 
centage of wear. 


APPEOVED AS 
AMERICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.; A37.4-1943 
AMERICAN ASSOCIATION STATE ' 
HIGHWAY OFFICIALS STANDARD . 
A.A.S.H.O. NO.: T 11-42 


Standard Method of Test for 

AMOUNT OF MATERIAL FINER THAN NO. 200 SIEVE 
IN AGGREGATES^ 



A.S.T.M. Designation: C 117 - 37 

Adopted, 1937.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 117; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test outlines the 
procedure for determining the total 
quantity of material finer than a 
standard No. 200 (74“micron) sieve in 
aggregates. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Sieves —A mst of two sieves, the 
first being a No. 200 (74-micron) sieve 
conforming to the requirements of the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Desigiia- 
tion: E 11) of the American Society for 
Testing Materials,^ and the second, a 
sieve having approximately 16 meshes 
per linear inch. 

HJnder the standardization procedure of the Society, 
this method is under the joint jurisdiction of A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates and 
Committee D-4 on Road, and Paving Materials. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1935 to 1937. 

This method is in effect a revision of and replaces the 
former Standard Method of Test for Quantity of Clay and 
Silt in Gravel for Highway Construction (D 72 -21) and the 
Standard Method of Decantation Test for Sand and Other 
Fine Aggregates (D 136 -28) which methods were accord- 
ingly discontinued In 1937* 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(b) Container, — A pan or vessel of a 
size sufficient to contain the sample 
covered with water and to permit of 
vigorous agitation without inadvertent 
loss of any part of the sample or water. 

Test Sample 

3. The test sample shall be selected 
from material which has been thoroughly 
mixed and which contains sufficient 
moisture to prevent segregation. A 
representative sample, sufficient to yield 
not less than the appropriate weight of 
dried material, as shown in the following 
table, shall be selected: 

Approximate 

Nominal Diameter op Minimum Weight 

Largest Particle, IN. op Sample, kg. 

i 0.5 

.........2.5 

Ij or over. , . . 5.0 

Procedure 

4. (a) The test sample shall be dried 
to constant weight at a temperature not 
exceeding 110 C* (230 F.) and w^eighed 
to the nearest 0.02 per cent, 

(b) The test sample after being dried 
and weighed shall be placed in the con- 
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tainer and, sufficient water added to 
cover it; The contents'' of the container 
shall be agitated vigorously and the 
wash water poured immediately over 
the nested sieves, arranged with the 
coarser sieve on top. 

(r) The agitation should be sufficiently 
vigorous to result in the complete separa- 
tion from the coarse particles of all 
particles finer than the No. 200 (74- 
micron) sieve and bring the fine material 
into suspension in order that it wdll be 
removed by decantation of the wash 
water. Care shall be taken to avoid, 
as much as possible, the decantation of 
the coarse particles of the sample. The 
operation shall be repeated until the 
wash water is clear. 

(d) All material retained on the nested 
sieves shall be returned to the washed 
sample. The washed aggregate shall be 
dried to constant weight at a tempera- 


■ture not exceeding 110 C. (230 F.) and 
weighed to the nearest 0.02 per cent. ■ 

Caiculation 

5. The results shall be .calculated front 
the following formula : 

Percentage of orig. dr}^ wt. dry 
material finer ' _ wt. after washing , , ^ . 

than No. 200 orig. dry wt,. ^ 
sieve 

Check Determinations 

6, When check determinations are 
desired, the wash water shall be either 
evaporated to dryness or filtered through 
tared filter paper which shall subse- 
quently be dried, the residue weighed, 
and the percentage calculated from the 
following formula: 


Percentage of material 
finer than No. 200 - 
sieve 


wt. of residue 
orig. dry wt. 


X 100 



AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A^.S.H*0« NO.j T 112-12 


Staiidard Method of Test for 
CLAY LUMPS IN AGGREGATES^ 



A.S.T.M. Designation: C 142- 39 
Adopted, 1939.2 

This Standard of the Amencan Society for Testing Materials is issued under 
the fixed designation C 142; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the pro- 
cedure for the approximate determina- 
tion of clay lumps in the routine exami- 
nation of aggregates. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Balance.--~'Bdlw[iCQ or scale sensi- 
tive to within 0.1 per cent of the weight 
of the sample to be weighed. 

{b) Containers , — Containers of a size 
and shape that will permit the spreading 
of the sample on the bottom in a thin 
layer. 

(c) Sieves, — Sieves conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11) of the American Society for 
Testing Materials.^ 

Samples 

3. {a) Samples shall be obtained by 
quartering or by the use of a sampler 

i Under the standardization procedure of the Society, 
Uiis method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from I9.TH to 1939. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


from a representative sample selected 
from the material to be tested. They 
shall be handled in such a manner as to 
avoid breaking up clay lumps which 
may be present. 

(i) Samples shall be dried to sub- 
stantially constant weight at a tempera- 
ture not exceeding 110 C. (230 F,). 

(c) Samples of fine aggregate shall 
consist of the particles coarser than a 
No. 16 (1190-micron) sieve and shall 
weigh not less than 100 g. 

(d) Samples of coarse aggregate shall 
be separated into different sizes using 
the following sieves: No, 4 (4760-micron), 
|-in., f-in., and l|-in. The weight of 
sample for the different sizes shall be not 
less than indicated in the following table: 

Size of Particles Weight of Sample, 

Making up Sample min., g. 

No. 4 to |-in.. ... 1000 

I to i-in 2000 

i toll-in 3000 

Over il-in 5000 

(e) In the case of mixtures of fine and 
coarse aggregates, the materia! shall be 
separated into two sizes on the No. 4 
(4760-micron) sieve, and the samples of 
fine and coarse aggregates shall be pre- 
pared in accordance with Paragraphs 
(c) and (d). 
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Procedure 

■ 4. The sample shall be spread in a 
thin layer on the bottom of the container 
and examined for clay lumps.' Any 
particles which can be broken into finely 
divided particles with 'the fingers shaE 
be classified as clay lumps. After aE 
discernible clay lumps have been broken, 
the residue from the" clay lumps shall be 
removed by use of the sieves indicated; 
in the foEowing table : 

Size of Sieve for 
Size of Particles : Sieving Residue of 
Making up Sample Clay Lumps ■ 

,, Fine aggregate (retained . 
on No. 16 .(il90-*micron) 

■sieve) ............. No. 20 (§40-inicron> ' 

No. 4 to %-m. No. 8 (2380-micron) 

34 to M-in,... ........ .... No. , 4, (4760-micron), ■. 

3i to 13^2-m No. 4 (4760-m,icron) 

Over IH-in No. '4 (4760-mlcron) 


Calculation' 

5. The percentage of clay lumps shall 
be calculated to the nearest 0.1 per cent 
in accordance with the following 

formula: 


L =» 


W-'R, 

W 


X 100 


where: 

: ■' ■ percentage of clay lumps, 

W = ' weight of sample, and 

i?' = weight of sample after removal 
of clay lumps, " 
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Sta?idard Method of Test for 
COAL AND LIGNITE IN SAND^ 



A.S.T.M. Designation: C 123 -44 

Adopted, 1939; Revised, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 123; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a pro- 
cedure for the approximate determina- 
tion of coal and lignite in the routine 
laboratory examination of sands. This 
method separates along with the coal 
and lignite other particles of low specific 
gravity, such as small pieces of wood, 
vegetable matter, etc. 

Apparatus 

2, The apparatus shall consist of the 
following: 

(a) Balance.—A balance having a 
capacity of at least 200 g. and sensitive 
to 0.01 g. A less sensitive balance may 
be used in weighing the wet sample. 

■ ■ (b) . Container . — A container suitable 
for drying the sand sample. 

(c) Beakers , — Two 400-ml. taU-form, 
lipped beakers. ■ 

(d) Wm or Sieve,— Wilt gauze 

or a small sieve having about thirty 
openings per inch. A piece of wire 


I Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

® Prior to adoption as standard, this method was pub- 
lished as tentative from 1936 to 1939. 


gauze would probably be more suitable 
than a sieve. 

(e) Hot Plate or Oven, 

Procedure 

3. A quantity in excess of 200 g. of 
sand (sampled wet) shall be dried to 
constant weight at a temperature of 
approximately 105 C. A 200-g. sample 
of the dried sand shall then be weighed 
to the nearest 0.01 g. The sample shall 
then be poured slowly into about 250 
mh of a liquid having a specific gravity 
of 2.0 (Note) contained in one of the 
400-mL beakers. The liquid shall then 
be poured off into the second beaker 
passing it through the gauze or sieve. 
Care shall be taken that only the float- 
ing particles are poured off with the 
liquid and that none of the sand is 
decanted onto the gauze or sieve. The 
liquid collected in the second beaker 
shall then be returned to the beaker con- 
taining the sand, and, after further 
agitation of the sample by stirring, the 
decanting process just described shall 
be repeated until the sample is free of 
floating particles. The decanted par- 
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tides contained on, the gauze or sieve 
shall be washed in carbon tetrachloride, 
until the flotation liquid is removed, 
and then dried. The particles will dry 
very quickly, but may be placed in an 
oven at 105 C, for a few minutes if 
desired. The decanted particles shall 
then be brushed from the gauze or sieve 
onto the balance pan and the weight 
accurately determined to the nearest 
0.01 g.;- 


Note.— S uch a liquid can be prepared from 
an appropriate mixture of carbon tetrachloride 
and acetylene tetrabromide or bromoform and 
monobromo-benzene . 

Calculation 

4. The approximate percentage of coal; 
and lignite shall be calculated from the 
following formula : 

Coal and lignite, per cent = 

Wt. of decanted particles 
Wt. of dry sample (200 g.) ^ 



AMEMCAH ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A,S.H.O. NO.: T71-46 


Standard Method of Test for 

MEASURING MORTAR-MAKING PROPERTIES OF FINE 

AGGREGATE! 


A.S.T.M. Designation; C 87 ~ 46 
Adopted, 1936; Revised, 1939, 1942, 1944, 1946 ® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C87; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

1. This method of test covers the 
procedure for measuring the mortar- 
making properties of fine aggregate for 
concrete by means of a compression test 
on specimens made from a mortar of 
plastic consistency and gaged to a 
definite water-cement ratio. Its princi- 
pal use is intended for the determination 
of the effect of organic impurities re- 
vealed by the colorimetric test. 

Basis of Comparison 

2. The fine aggregate under test shall 
be compared, in mortar as described in 
this test method, with graded standard 
sand having a fineness modulus of 2.40 ± 
0.10. The graded sand shall consist of 
a mixture of approximately equal parts 
by weight of standard Ottawa sand 
conforming to the requirements pre- 
scribed in the Standard Method of Test 
for Tensile Strength of Hydraulic-Ce- 
ment Mortars (A.S.T.M. Designation: 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee C-9 on Concrete and Concrete Aggregates, 

2 Prior to adoption as standard, this method was- 
published as tentative from 1931 to 1936, being revised in 


C 190)^ and graded Ottawa sand con- 
forming to the requirements specified in 
Section 4 of the Standard Method of 
Test for Compressive Strength of Hy- 
draulic-Cement Mortars (A.S.T.M. 
Designation: C 109).*^ 

Mortar 

3. Cement and water (Section 6) in 
quantities^ that will give a water- 
cement ratio of 0.6 by weight shall be 
placed in an appropriate vesseP and the 
cement permitted to absorb water for 1 
min. The materials shall then be mixed 
with a spoon^ into a smooth paste. A 
sample of sand of known weight‘d that 
has been placed in a saturated surface- 
dry condition® by means of the proce- 
dure specified in Section 3 of the Stand- 
ard Method of Test for Specific Gravity 


s Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

4 For six 2-m. cubes, 600 g. oi cement and 360 ml. ot 
water will usually give suifficient mortar. The quantity 
of sand used vvith this amount of cement may vary from 
1200 g. for fine sand to 2000 g. or more for coarse sand. 

An ordinary sauce pan of 4»gt. capacity, 9^ in. in 
diameter at the top and 4H in. in height, and a large 
iron kitchen spoon are suitable for use in mixing the 
mortar. 

® If the absorption as determined by the Standard 
Method C 128 is known, sand may be prepared for test 
by adding to a known weight of dry sand the amount of 
water it will absorb, mixing thoroughly, and permitting 
the sand to stand in a covered pan for 30 min. before use. 
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and Absorption '• of Fine Aggregate 
(A.S.T.M. Designation: C 128) of the 
American Society for Testing Materials,® 
shall be beaten into the mixture until 
the material appears to be of the desired 
consistency (flow 100 db 5). The -mix- 
ing shall be continued for 30 sec. and a 
determination of the flow made in ac- 
cordance with Section 4. 

Flow Test 

4. (a) Apparatus , — The flow test shall 
be made on a 10-in. flow table consisting 
of a circular bronze plate 10 in. in di- 
ameter, so mounted that the surface, is 
level, and equipped with a mechanism 
for raising the plate i in. and allowing 
it to fail without cushioning. The flow 
table with the attached shaft shall weigh 

9 ± 0.1 lb. The frame of the table shall 
be attached rigidly to a concrete pedestal 
which in turn shall be attached rigidly 
to the floor. The concrete pedestal shall 
be at least 8 in. in diameter and 25 in. 
in height and shall weigh at least 100 lb. 
A right truncated cone, 2| in. in diameter 
at the top, 4 in. in diameter at the bot- 
tom, and 2 in. in height shall be used to 
measure the volume of the mortar for 
the test. 

{h) Procedure , — Immediately after 
mixing, the mortar shall be placed in the 
cone which has been carefully centered 
on the flow table. The mortar shall be 
rodded 25 times with a f-in. rod, the 
surplus struck off, the plate wiped clean, 
the cone removed, and the table given 

10 drops in 10 sec. The percentage of 
increase in the diameter of the base of 
the pat, measured on two diameters at 
right angles to each other, shall be re- 
corded as the flow. Should the flow be 
too great, the mortar may be returned to 
the mixing vessel, additional sand added, 
and another determination of the flow 
made. If more than two trials must be 


made to obtain a flow of 100. ± 5, the 
mortar should be considered as a trial 
mortar and the test specimens prepared 
from a new batch. If the mortar is too 
dry, the batch shall be discarded. The 
quantity of sand used shall be deter- 
mined by subtracting the weight of the 
portion remaining after mixing from the 
weight of the initial sample. 

Molding Specimens 

5. Immediately following the deter- 
mination of the flow, the mortar shall be 
placed in 2 by 4-in. cylindrical molds in 
three layers or in 2-in- cubes in two 
layers, each layer rodded in place with 
25 strokes of a f-in. rod, and the mold 
filled to overflowing. The specimens 
shall be placed in a moist closet for cur- 
ing. Three to four hours after molding 
the specimens shall be struck off to a 
smooth surface. Twenty to twenty-four 
hours after molding, the specimens shall 
be removed from the molds and stored 
in water until tested. 

Temperature 

6. The temperature of the mixing 
water, moist closet, and storage tank 
shall be maintained between 65 and 75 F. 

Capping Specimens 

7. If the specimens are cylindrical, 
they shall be capped before testing 
in such a manner that the ends are 
perfectly plane and at right angles to 
the axis of the cylinder. The mate- 
rial used for capping and the thickness 
of the cap shall be such that it will not 
flow or fracture under the load. Cubes 
made in suitable molds need not be 
capped and shall be tested at right 
angles to the direction of molding. 

Note.— I t is desirable that the capping ma- 
terial have a value for modulus of elasticity 
equal to or greater than that of the mortar. 
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ORGANIC IMPURITIES IN SANDS FOR CONCRETE' 



A-S.T.M. Designation: 0 40-33 
Adopted, 1922; Revised, 1927, 1933} 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 40; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ■ 

1. This method of test covers the pro- 
cedure for an approximate determina- 
tion of the presence of injurious organic 
compounds in natural sands which are 
to be used in cement mortar or concrete. 
The principal value of the test is to fur- 
nish a warning that further tests of the 
sands are necessary before they are 
approved for use. 

Sample 

2. A representative test sample of 
sand weighing about 1 lb. shall be ob- 
tained by quartering or by the use of a 
sampler. 

Reference Standard Color Solution 

3. A reference standard color solution 
shall be prepared by adding 2.5 ml. of 
a 2 per cent solution of tannic acid in 
10 per cent alcohol to 97.5 ml of a 3 
per cent sodium hydroxide^ solution. 
This shall be placed in a 12-oz. bottle, 
stoppered, shaken vigorously, and al- 
lowed to stand for 24 hr. 

Procedure ■ ' ■ 

4. (a) A 12-oz. graduated clear glass 

^ i Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.TJd. 
Committee C-9 on Concrete and Concrete Aggregates. 

s Prior to adoption as standard, this method was pub- 
lished as tentative from 1921 to 1922. Editorially revised 
and rearranged in 1939. 


bottle shall be filled to the 4|-oz. mark 
with the sample of the sand to be tested, 

(b) A 3 per cent .solution of sodium 
hydroxide® in water shall be added until 
the volume of the sand and liquid indi- 
cated after shaking is 7 liquid ounces. 

(c) The bottle shall be stoppered, 
shaken vigorously, and then allowed to 
stand for 24 hr. 

Determination of Color Value 

5. (a) After standing 24 hr., the color 
of the clear liquid above the sample shall 
be compared with the color of the refer- 
ence standard color solution prepared at 
the same time and in accordance with 
Section 3, or with a glass having a color 
similar to the color of the reference 
standard solution. Solutions darker in 
color than the reference standard color 
have a “color value’^ higher than 500 
ppm.'^ in terms of tannic acid. 

(b) In lieu of the method described in 
Paragraph (^i), the color of the clear 
liquid above the sample may be com- 
pared with the colors given' in Figs. ,1 
to 5 (the accompanying Color Plate I). 


* Where chemically pure sodium hydroxide is not avail- 
able, commercial soda lye may. be used. . , 

This value for the tannic acid equivalent of the 
reference standard color, which formerly had been incor 
rectly given as 250 ppm., was editorially corrected in 1940, 
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Colors of Treated Sands with Suggested Ranges of Application. 
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Standard Method of Test for 


SIEVE ANALYSIS OF FINE AND COARSE AGGREGATES’ 



A.S.T.M. Designation: C 136 -46 
Adopted, 1939 ; Revised, 1946 .® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 136; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a pro- 
cedure for the determination of the 
particle size distribution of fine and 
coarse aggregates, using sieves with 
square openings. The method is also 
applicable to the use of laboratory 
screens with round openings. It is not 
intended for use in the sieve analysis of 
aggregates recovered from bituminous 
mixtures or for the sieve analysis of 
mineral fillers. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(flf.) Balance . — The balance or scale 
shall be sensitive to within 0.1 per cent 
of the weight of the sample to be tested. 

Q}) Sieves . — The sieves with square 


AUnder the standardization procedure of the Society, 
this method is under the joint jurisdiction of A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates and 
Committee D-4 on Road and Paving Materials. 

» Prior to adoption as standard, this method was pub- 
lished as tentative from 1938 to 1939. 

This method represents a consolidation of the former 
Standard Methods of Mechanical Analysis of Sand or 
Other Fine Highway Material, Except Fine Aggregates 
Used in Cement Concrete (D 7 - 27), of Mechanical Analy- 
sis of Broken Stone or Broken Slag, Except Aggregates 
Used in Cement Concrete (D18-16), of Mechanical 
Analysis of Mixtures of Sand or Other Fine Material with 
Broken Stone or Broken Slag, Except Aggregates Used in 
Cement Concrete (D 19 - 16), and Test for Sieve Analysis 
of Aggregates for Concrete (C 41 ~ 36), ivhich standards 
were accordingly discontinued in 1938. 


openings shall be mounted on sub- 
stantial frames constructed in a manner 
that will prevent loss of material during 
sieving. Suitable sieve sizes shall be 
selected to furnish the information 
required by the specifications covering 
the material to be tested. The woven 
wire cloth sieves shall conform to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11) of the American Society for 
Testing Materials.® 

Note. — If round-hole perforated plate 
screens are used, the openings shall conform to 
the applicable dimensions and tolerances pre- 
scribed in the Standard Specifications for Sieves 
for Testing Purposes (A.S.T.M. Designation: 
E 11) of the American Society for Testing Ma- 
terials.® 

Samples 

3. {a) Samples for sieve analysis shall 
be. obtained from the materials to be 
tested by the use of a sample splitter or 
by the method of quartering. Fine ag- 
gregate sampled by the quartering 
method shall be thoroughly mixed and 
in a moist condition. The sample for 
test shall be approximately of the weight 
desired and shall be the end result of 


« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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the sainplmg.iiiethod.'' The selection of 
samples of an exact predetermined 
weight shall not be attempted. 

(b) Samples of fine aggregate for sieve 
analysis shall weigh, after drying, ap- 
proximately the amount indicated in the 
following table: 

Material with at least 95 per cent finer 

than a No. 10 (2000-micron) sieve 100 g. 

Material with at least 90 per cent finer 
than a No. 4 (4760-micron) sieve and 
more than 5 per cent coarser than a 
No. 10 (2000-micron) sieve 500 g. 

In no case, however, shall the fraction 
retained on any sieve at the completion 
of the sieving operation weigh more than 
4 g. per sq, in. of sieving surface (Note). 

Note. — This amounts to 200 g. for the usual 
S-in. diameter sieve. The amount of material 
retained on the critical sieve may be regulated 
by: (i) the introduction of a sieve having larger 
openings than in the critical sieve, or { 2 ) by 
the proper selection of the size of the sample. 

(c) Samples of coarse aggregate for 
sieve analysis shall weigh, after drying, 
not less than an amount indicated in the 
following table: 


Nominal Maximum 

Minimum Weight 

Size of Particle, in. 

of Sample, g.® 

I 

1000 

1 

2 500 

1 

5 000 

i: 

......... ioooo 



15 000 

2 

20 000 

2i 

25 000 

3 

30 000 

3|.... 

......... 35 000 


® For samples weighing 5000 g. or more it is recom- 
mended that sieves mounted in frames 16 in, in diameter 
or larger be used. 


(d) In the case of mixtures of fine and 
coarse aggregates, the material shall be 
separated into two sizes on the No. 4 
(4760-niicron) sieve and the samples of 
fine and coarse aggregates shall be pre- 
pared in accordance with Paragraphs 
(5) and (c). 

( 0 ) In the case of fine aggregate, the 
material finer than the No. 200 (74- 


micron) sieve shall be determined. ■ in 
accordance with the Standard Method of 
Test for Amount of Material Finer than 
No, 200 Sieve in Aggregates (A.S.T.M. 
Designation: C 117) of the American 
Society for Testing Materials® and the 
sieve analysis made on the material 
coarser than the No. 200 (74-micron) 
sieve. 

Preparation of Sample 

4, Samples shall be dried to sub- 
stantially constant weight at a tempera- 
ture not exceeding 110 C. (230 F.), 

Procedure 

5, (a) The sample shall be separated 
into a series of sizes using such sieves as 
are necessary to determine compliance 
with the specifications for the material 
under test. The sieving operation shall 
be conducted by means of a lateral and 
vertical motion of the sieve, accom- 
panied by jarring action so as to keep 
the sample moving continuously over 
the surface of the sieve. In no case 
shall fragments in the sample be turned 
or manipulated through the sieve by 
hand. Sieving shall be continued until 
not more than 1 per cent by weight of 
the residue passes any sieve during 1 
min. On that portion of the sample 
retained on the No. 4 (4760-micron) 
sieve, the above described procedure for 
determining thoroughness of sieving 
shall be carried out with a single layer 
of material. When mechanical ' sieving 
is used, the thoroughness of sieving shall 
be tested by using the hand' method of 
sieving as described above. 

(b) The weight of each size shall be 
determined on a scale or balance con- 
forming to the requirements specified 
in Section 2 (a). 

Report 

6, The results of the, sieve analysis 
shall be reported as follows! (a) total 
percentages .passing each sieve, or (b) 
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total percentages, retained on each sieve, 
or (c) percentages retained, between 
consecutive sieves, depending upon the 
form of the specifications for the use of 
the ' material under test. Percentages 


shall be reported to the' nearest whole 
number and shall be calculated on the 
basis of the v/eight of the test sample 
mcluding any material finer than the 
No. 200 (74~micron) sieve. 



APPROVED' AS ' 

AMERICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: A37.5-1943 
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Standard M ethod of Test for 

SPECIFIC GRAVITY AND ABSORPTION OF COARSE 

AGGREGATE! 



A.S.T.M. Designation: C 127 - 42 

Adopted, 1939; Revised, 1942.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 127; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) This method of test is intended 
for use in making determinations of 
bulk and apparent specific gravity, and 
absorption (after 24 hr. in water at room 
temperature) of coarse aggregate. The 
bulk specific gravity is the value gener- 
ally desired for calculations in connec- 
tion with portland-cement concrete. 

(J) This method determines directly 
the bulk specific gravity as defined in 
the Standard Definitions of Terms Relat- 
ing to Specific Gravity (A.S.T.M. Desig- 
nation: E i2) of the American Society for 
Testing Materials,® or the bulk specific 
gravity on the basis of weight of satu- 


1 Under the standardization firocedure of the Society, 
this method is under the joint jurisdiction of the A.S.T.M. 
Committee G-9 on Concrete and Concrete Aggregates and 
Committee D-4 on Road and Paving Materials. 

® Prior to adoption as standard, this method V7as pub- 
lished as tentative from 1936 to 1939. 

This method represents a consolidation of the former 
Standard Methods ol Test for Apparent Specific Gravity 
of Coarse Aggregates (D 30 - 18), Test for Absorption by 
Aggregates for Concrete (Laboratory Determination) (C 
95 - 36), Field Test for Absorption of Mixing Water by 
Agif regates for Concrete (C 96 - 36), and the former Ten- 
tative Method of Test for Apparent Specific Gravity of 
Coarse Aggregates In a Saturated Condition (C 86 - 31 T), 
which metbods were accordingly discontinued in 1936. 

3 Appears In this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


rated surface-dry aggregate, or the ap- 
parent specific gravity as defined in the 
Standard Definitions E 12.® 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Balance , — A balance having a 
capacity of 5 kg. or more and sensitive 
to 0.5 g. or less. 

Q}) Wire Basket, — A wire basket of 
No. 4 mesh, approximately 8 in. in 
diameter and 8 in. in height. 

(c) A suitable container for immersing 
the wire basket in water and suitable ap- 
paratus for suspending the wire basket 
from center of scale pan of balance. 

Sample 

3. Approximately 5 kg. of the aggre- 
gate shall be selected from the sample to 
be tested by the method of quartering, 
rejecting all material passing a f-in. 
sieve. In the case of homogeneous ag- 
gregate, all material may be retained on 
a i-in. sieve. , 
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Procedure . 

4. . (a) , After thoroughly.. . washing to 
remove dust or other coatings from the 
surface of the particles, the sample shall 
be dried to constant weight at a temper- 
ature. of 100, to,. 110 C. ,(Note) and tlien 
immersed in water' at 15 to 25 C., for a 
period of 24 hr. It shall then be re- 
moved from the water and rolled in a 
large absorbent cloth until all visible 
films of water are removed, although 
the surfaces of the particles still ap- 
pear to be damp. The larger fragments 
may be individually wiped. Care should 
be taken to avoid evaporation during the 
operation of surface drying. The weight 
of the sample in the saturated surface-dry 
condition shall then be obtained. This 
and all subsequent weights shall be 
determined to the nearest 0.5 g. 

Note, — W here the absorption and specific 
gravity values may be utilised as a basis for 
designing concrete mixtures with aggregates 
normally used in a moist condition, the require- 
ment of drying to constant weight may be 
eliminated. 

(b) After weighing, the saturated sur- 
face-dry sample shall be placed immedi- 
ately in the wire basket and its weight 
in water determined. 

(c) The sample shall then be dried to 
constant weight at a temperature of 100 
to HOC,, cooled to room temperature, 
and weighed. 

Bulk Specific Gravity 

5. The bulk specific gravity as defined 
in the Standard Definitions of Terms 
Relating to Specific Gravity (A.S.T.M. 
Designation: E 12) of the American 
Society for Testing Materials,® shall be 
calculated from the following formula: 


Bulk sp. .gr. 


where: 


A = weight in grams of ov,en.-dry, 
sample in air, 

B == weight in gra.iias of saturated 
surface-d.ry sa,mple in air, and 
C = vrelght in grams of saturated' 
sample in water. 

Bulk Specific Gravity (Saturated Sur- 
face-Dry Basis) 

6. The bulk specific gravity on the 
basis of weight of saturated surface- 
dry aggregate shall be calculated from 
the following formula : 


Bulk sp. gr. 

(saturated surface-dry basis) 



Apparent Specific Gravity 

7. The apparent specific gravity as 
defined in the Standard Definitions of 
Terms Relating to Specific Gravity 
(A.S.T.M. Designation: E 12) of the 
American Society for Testing Materials,^ 
shall be calculated from the following 
formula: 

Apparent sp. gr. = 

O 

Absorption 

8. The percentage of absorption shall 
be calculated from the following formula: 

B-A 

Absorption, per cent = — -- — X 100 

A 

Reproducibility of Results 

9. Duplicate determinations should 
check to within 0.02 in the case of specific 
gravity and 0.05 per cent in the case of 
percentage of absorption. 
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Stafidard Method of Test for 
SPECIFIC GRAVITY AND ABSORPTION OF FINE AGGREGATE* 



A.S.T.M. Designation: C 128 - 42 
Adopted, 1939; Revised, 1942.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 128; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. {d) This method of test is intended 
for use in making determinations of bulk 
and apparent specific gravity, and ab- 
sorption (after 24 hr. in water at room 
temperature) of fine aggregate. The 
bulk specific gravity is the value gener- 
ally desired for calculations in connec- 
tion with portland-cement concrete. 

(&) This method determines directly 
the bulk specific gravity as defined in 
the Standard Definitions of Terms Re- 
lating to Specific Gravity (A.S.T.M. 
Designation: E 12) of the American 
Society for Testing Materials,^ or the 
bulk specific gravity on the basis of 
weight of saturated surface-dry aggre- 
gate, or the apparent specific gravity as 
defined in the Standard Definitions 
E 12.^ 


A Under the standardization i>rocedure of the Society, 
this method is under the joint jurisdiction of the A.S.T.M, 
Committee C-9 on Concrete and Concrete Aggregates and 
Committee D-4 on Road and Paving Materials. 

'‘ Prior to adoption as standard, this method was pub- 
lished as tentative from 1936 to 1939. 

This method represents a consolidation of the former 
Standard Methods of Test for Approximate Apparent 
Specific Gravity of Fine Aggregate (C 68 -30), Test for 
Apparent Specific Gravity of Sand, Stone, and Slag 
Screenings, and other Fine Non-Biturainous Highway 
Materials (D 55 - 25), Test for Absorption by Aggregates 
for Concrete (Laboratory^ Determinations) (C 95 - 36), 
and Field Test for Absorption of Mixing Water by Aggre- 
gates for Concrete (C 96 - 36), which methods were ac- 
cordingly discontinued. 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Apparatus 

2. The apparatus shall consist of the 
following: 

(а) Balance , — A balance having a 
capacity of 1 kg. or more and sensitive 
to 0.1 g. or less. 

(б) Flask . — A volumetric flask of 
500-mL capacity, calibrated to 0.15 ml. 
at20C. 

(c) Conical Mold—K conical metal 
mold 1 J in. in diameter at the top, in. 
in diameter at the bottom, and 2| in. in 
height. 

{d) Tamping Rod , — A metal tamping 
rod weighing 12 oz. and having a flat 
circular tamping face 1 in. in diameter. 

Preparation of Sample 

3. Approximately 1000 g. of the fine 
aggregate selected ' from the sample by 
the method of quartering shall be placed, 
in a suitable pan or vessel, after drying 
to constant weight at a temperature of 
100 to HOC. (Note 1), covered with 
water, and permitted to stand for 24 hr. 
The sample shall then be spread on a flat 
surface, exposed to: a gently moving 
current of warm air, , and stirred fre- 
quently to secure uniform' drying. This 
operation shall be continued until the fine 
aggregate ■ approaches a ' free-flowing con- 
dition. The fine, aggregate shall then be 
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placed loosely in the 'conical mold, the 
surface lightly tamped 25 times with the 
metal rod, and the mold lifted vertically. 
If free moisture Is present,, the cone of 
fine aggregate will retain its shape. 
Drying with constant stirring shall be 
continued and tests made at frequent 
intervals, until the cone of fine aggregate 
slumps upon removal of the mold. 
This indicates that the fine aggregate 
has reached a surface-dry condition 
(Note 2). 

Note 1. — Where the absorption and specific 
gravity values may be utilized as a basis for 
designing concrete mixtures with aggregates nor- 
mally used in a moist condition, the requirement 
of drying to constant weight may be eliminated. 

Note 2. — The procedure described in Section 
3 is intended to insure that the first trial de- 
termination shall be made with some free water 
in the sample. If the cone of fine aggregate 
slumps on the first trial, the fine aggregate has 
been dried past the saturated and surface-dry 
condition. In this case a few milliliters of water 
shall be thoroughly mixed with the fine aggregate 
and the sample permitted to stand in a covered 
container for 30 min. The process of drying and 
testing the fine aggregate shall then be resumed. 

Procedure 

4. (a) A 500.0-g. sample of the mate- 
rial, prepared as described in Section 3, 
shall be introduced immediately into the 
flask and the flask filled almost to the 
SOO-ml. mark with water at a tempera- 
ture of 20 C. The flask shall then be 
rolled on a flat surface to eliminate all 
air bubbles, after which it shall be placed 
in a constant temperature bath main- 
tained at 20 C. After approximately 
1 hr. it shall be filled with water to the 
SOO-ml. mark and the total weight of 
water (Note) introduced into the flask 
shall be determined to the nearest 0.1 g. 

Note.— I f' desired, the quantity of water 
necessary to fill the flask may be determined 
volumetrically' by the use of a burette accurate 
to 0.1 ml. 

(6) The 'fine aggregate , shall be re- 
moved from the flask and dried to 
constant weight at a temperature of 100 
to 110 C., cooled to room temperature 
in a desiccator, and: weighed. 


Bulk Specific Gravity 

5. The bulk specific gravity as defined 
in the Standard Definitions of Terms 
Relating to Specific Gravity '(A.S.T.M. 
Designation : £12) .of the American 
Society for Testing 'Materials,® shall be 
calculated from the following formula: 


where: 

A — weight in grams of oven-dry 
sample in air, 

V = volume in milliliters of flask, and 
W = weight in grams or volume in 
milliliters of water added to 
flask. 

Bulk Specific Gravity (Saturated Sur- 
face-Dry Basis) 

6. The bulk specific gravity on the 
basis of weight of saturated surface-dry 
aggregate shall be calculated from the 
following formula: 

Bulk sp. gr. « 

(saturated surface-dry basis) ^ ^ 

Apparent Specific Gravity 

7. The apparent specific gravity as 
defined in the Standard Definitions 
of Terms Relating to Specific Gravity 
(A.S.T.M. Designation: E 12) of the 
American Society for Testing Materials,® 
shall be calculated from the following 
formula: 

Absorption 

8. The percentage of absorption shall 
be calculated from the following formula: 

500 

Absorption, per cent « — X 100 

', A . 

Reproducibility of Results 

9. Duplicate determinations should 
check to within 0,02 in the case of 
specific gravity and 0.05 per cent in the 
case of percentage of absorption. 
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Standard Method of Test for 
UNIT WEIGHT OF AGGREGATE^ 



A.S.T.M. Designation: C 29 ” 42 
Adopted, 1921; Revised, 1927, 1939, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 29; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the 
procedures for determining the unit 
weight of fine, coarse, or mixed aggre- 
gates. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Balance . — A balance or scale sen- 
sitive to O.S per cent of the weight of 
the sample to be weighed. 

{b) Tamping Rod}-—K straight f-in. 
round metal rod, approximately 24 in. in 
length and tapered for a distance of 1 in. 
to a spherically -shaped end having a 
radius of approximately J in. 

{c) Measure . — A metal measure, cylin- 
drical in form and preferably provided 
with handles. It shall be watertight, 
with the top and bottom true and even, 
preferably machined to accurate dimen- 
sions on the inside, and of sufficient 
rigidity to retain its form' under rough 
usage. . The' ; I and 1-cu. ft. measures 

i TJn<ier tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee , C-9 on Concrete and Concrete Aggregates. 

s Prior to adoption as standard, this method was pub- 
, Hshed as tentative from 1920 to 1921. 

® Editorially revised in February, 1946. 


shall be reinforced around the top with a 
No. 10 to No. 12 gage steel band li in. 
in width. The measures required, de- 
pending upon the maximum size of the 
coarsest particles in the aggregate to be 
tested, shall have capacities of I? 

1 cu. ft. and shall conform to the fol- 
lowing dimensional requirements: 


Capacity, 
cu. ft. 

Inside i 
Biamcter, 
in. 

Inside ! 
Height, 
in. 

Thickness 
of Metal, 
U. S. Gage 

Size of 
i Largest 
Particles 
of Aggre- 
gate, in. 

% 

6.00 

6.10 1 

No. 10 
to No. 12 

% 

H 

10.00 

11.00 

No. 10 
to No. 12 

'.m 

1 

14.00 

11.23 

No, 10 ^ 
to No. 12 

4 


Calibration of Measure 
3. The measure shall be calibrated by 
accurately determining the weight of 
water at 16.7 C. (62 F.) required to fil it. 
The factor for any unit shall be obtained 
by dividing the unit weight of water at 
16,7 C. (62 F.) (62.355 lb. per eu. ft.) by 
the weight .of water at 16.7 C. (62 F.) 
required to fill the measure. 

Sample 

■ 4. The sample , of aggregate shall be 
.room dry and thoroughly ..mixed.' 
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Compact Weight Determination 
Rodding Procedure 

5. The rodding procedure is applicable 
to aggregates having a maximum size 
of 2 in. or less. 

(^) The measure shall be filled one- 
third full and the top leveled off with 
the fingers. The mass shall be rodded 
with the tamping rod with 25 strokes, 
evenly distributed over the surface. 
The measure shall be filled two- thirds 
full and again rodded with 25 strokes 
as before. The measure shall then be 
filled to overflowing, rodded 25 times, 
and the surplus aggregate struck off, 
using the tamping rod as a straight edge. 

(6) In rodding the first layer, the rod 
shall not be permitted to forcibly strike 
the bottom of the measure. In rodding 
the second and final layers, only enough 
force shall be used to cause the tamping 
rod to penetrate the last layer of aggre- 
gate placed in the measure. 

{c) The net weight of the aggregate 
in the measure shall be determined. 
The unit weight of the aggregate shall 
then be obtained by multiplying the 
net weight of the aggregate by the factor 
found as described in Section 3. 

Jigging Procedure 

6. The jigging procedure is applicable 
to aggregates having a maximum size 
greater than 2 in. and not to exceed 
4 in. 

(a) The measure shall be filled in three 
approximately equal layers as described 
in Section 5 (a), each layer being com- 
pacted by placing the measure on a firm 
foundation, such as a cement-concrete 
floor, and raising alternate sides of the 
measure about 2 in. from the foundation 
and allowing it to drop in such a manner 
as to hit with a sharp, slapping blow. 
The aggregate particles, by this pro- 
cedure, will arrange themselves in a 


closely ■ compacted . condition. ' Each 
layer shall be compacted by dropping 
the measure SO times in the manner de- 
scribed, 25 times on each side. The sur- 
face of the aggregate shall then be ie veled 
off with the fingers or a straightedge in 
such a way that any slight projections of 
the larger pieces of the coarse aggregate 
shall balance the larger voids in the sur- 
face below the top of the measure. 

(5) The net weight of the aggregate 
in the measure shall be 'determined. 
The unit vreight of the aggregate shall 
then be obtained by multiplying the 
net weight of the aggregate by the factor 
found as described in Section 3. 

Loose Weight Determination 
Shoveling Procedure 

7. (a) The shoveling procedure is ap- 
plicable to aggregates having a maximum 
size of 4 in. or less. The measure shall 
be filled to overflowing by means of a 
shovel or scoop, the aggregate being dis- 
charged from a height of not to exceed 2 
in. above the top of the measure. Care 
shall be taken to prevent, so far as pos- 
sible, segregation of the particle sizes of 
which the sample is composed. The 
surface of the aggregate shall then be 
leveled off with the fingers or a straight- 
edge in such a way that any slight pro- 
jections of the larger pieces of the coarse 
aggregate shall balance the larger voids 
in the surface below the top of the meas- 
ure. 

(5) The net weight of the aggregate 
in the measure shall be determined. 
The unit weight of the aggregate shall 
then be obtained by multiplying the 
net weight of the aggregate by the factor 
found as described in Section 3. 

Reproducibility of Results ■ 

8. Results with the same sample 
should check wdthin 1 per cent. 
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Standard Method of Test for 
VOIDS IN AGGREGATE FOR CONCRETE* 



A.S.T.M. Designation: C 30 - 37 

Adopted, 1922; Revised, 1937.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 30; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ■ 

1. This method of test outlines the pro- 
cedure for determining voids in aggre- 
gate. 

Percentage of Voids 

2. The voids in aggregate shall be 
determined by the following formula: 

Percentage _ (sp. gr. X 62.355} — Wt. 

of voids ” sp. gr. X 62.355 

where: 

sp. gr. = the bulk specific gravity of 
the aggregate as deter- 
mined by the appropriate 
method referred to in 
Section 3 (^j) or (&), 

62.355 “ the weight in pounds of 1 cu. 

ft of water at the 
standard temperature of 
16.7 C. (62 F.), and 
Wt. — the weight in pounds per 
cubic foot of the aggregate 
as determined by the 
method referred to in 
..Section. 3 (c). • 

1 Under the standardization procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1920 to 1922. 


Note. — F or complete accuracy, 
should be the weight of the air-dried sample 
minus the weight of any contained moisture. 

Methods of Testing 

3. The specific gravity and weight of 
the aggregate shall be determined in 
accordance with the following methods 
of test of the American Society for 
Testing Materials: 

(а) Specific Gravity of Fine Aggre- 
gate, — Standard Method of Test for 
Specific Gravity and Absorption of Fine 
Aggregate (A.S.T.M. Designation: G 
128),^ Section 5. 

(б) Specific Gravity of Coarse Aggre- 
gate, — Standard Method of Test for 
Specific Gravity and Absorption of 
Coarse Aggregate (A.S.T.M. Designa- 
tion: C 127),® Section 5. 

(c) Unit Weight of Aggregate, — Stand- 
ard Method of Test for Unit Weight of 
Aggregate (A.S.T.M. Designation: C 29)^® 


» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Standard Dejinition of 
THE TEM SANDi 



A.S.T.M. Designation: C 58 ~ 28 

Adopted, 1928.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 58; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Sand. — The fine granular material (usually 
less than i in. in diameter) resulting 
from the natural disintegration of rock, 
or from the crushing of friable sandstone 
rocks. 

Note. — When used without a qualifying 
adjective, the term sand is generally under- 
stood to mean the product of the natural 
disintegration of siliceous or calcareous rock. 
Sand should be distinguished from screenings, 
gravel, etc. The size of particle and other 


physical characteristics should be taken care 
of in specifications. The fine material result- 
ing from the crushing of blast-furnace slag 
is known as “slag sand.” 


i Under the standardization procedure of the Society, 
this definition is under the jurisdiction of theA.S.T.M.. 
Committee E-S on Nomenclature and Definitions, 

* Prior to adaption as standard, this definition was 
published as tentative from 1924 to 1928, being revised in 
1925 and 1926. 

A tentative revision of this standard has been issued in 
the form of the Tentative Definition of the Term Aggre- 
gate (A.S.T.M. Designation: C 58-28 T), see p. 1408. 
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Standard Specifications for 
READY-MIXED CONCRETE* 



A.S.T.M, Designation: C 94-44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 94; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L (a) These specifications cover ready- 
mixed concrete for general use. Re- 
quirements for quality of materials and 
for proportions and quality of concrete 
shall be either as herein specified or as 
specified by the purchaser by reference 
to applicable general specifications for 
concrete. Applicable general specifica- 
tions to which reference is made by the 
purchaser shall be considered a part of 
these specifications. In any case where 
the requirements of such general speci- 
fications are in conflict with these speci- 
fications the requirements of the general 
specifications shall govern unless other- 
wise specified by the purchaser. 

(6) For the purpose of these specifica- 
tions, ready-mixed concrete is portland- 
cement concrete manufactured for de- 
livery to a purchaser in a plastic and 
unhardened state and delivered in a 
truck mixer or a truck agitator. 


i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-9 on Concrete and Concrete 
Aggregates.: 

2 Prior to tlmir present adoption as standard, these 
specifications were published as tentative frcm 1933 to 
1935. They were adopted in 1935, published as standard 
from 1935 to 1942, being revised in 193S, but farther re- 
vised and issued as tentative in 1941, revised in 1942, 1943, 
"'and' 1944'. 


Basis of Purchase 

2. {a) The basis of purchase shall be 
the cubic yard of plastic and unhardened 
concrete as delivered to the purchaser, 

(6) The volume of plastic and un- 
liardened concrete in a given batch shall 
be determined in accordance with the 
Standard Method of Test for Weight per 
Cubic Foot, Yield, and Air Content 
(Gravimetric) of Concrete (i\.S.T,M. 
Designation: C 138)^ based on the total 
weight of the batch, determined either 
from the w^eights of all materials, includ- 
ing water, entering the batch or directly 
from the net weight of the concrete in 
the batch as delivered. 

Materials 

3. {a) In the absence of designated 
applicable specifications covering re- 
quirements for quality of materials, the 
following specifications shall govern: 

(i) Portland Cement , — ^Portland ce- 
ment shall conform to the Standard 
Specifications for Portland Cement 
(A.S.T.M. Designation: C 150).® The 
purchaser should specify the type re- 
quired, but if no type is specified, the 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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■ requirem.ents of type I as prescribed 
in Spedtications C 150 shall ' apply. ■ 
(^) Aggregates,— Aggxegsites shall 
conform to the Standard Specifications 
for Concrete Aggregates (A.S.T.M. 
Designation: C 33).® 

(J) IF afer , — Water shall be clear 
and free from injurious amounts of 
oil, add, alkali, organic matter, or 
other deleterious substances. 

(b) Admixtures, if to be used, shall be 
provided for in the contract or in the 
designated applicable specifications for 
concrete. 

Quality of Concrete 
4. In the absence of designated ap- 
plicable general specifications, the pur- 
chaser shall select one of the two follow- 
ing alternate bases for specifying the 
quality of the concrete: 

Aliernate No, 1: 

(a) When the purchaser requires the 
manufacturer to assume responsibility 
for the design of the concrete mixture, 
the purchaser shall specify the following: 

(1) Minimum allowable compressive 
or flexural strength as determined 
on samples taken at point of de- 
livery. The basis shall be either 
the compressive strength at 28 
days or the flexural strength at 
14 days (Note). The purchaser 
shall specify the requirements for 
strength in terms of tests of stand- 
ard specimens cured under stand- 
ard laboratory conditions for moist 
curing. The purchaser, in select- 
ing the minimum allowable com- 
pressive or flexural strength to be 
specified, shall give consideration 
to requirements for durability, 
surface texture, and density, in 
addition to those for structural 
design, 

(2) Designated size, or sizes, of coarse 
aggregate. 

(J) Maximum and minimum allowable 
slump at point of delivery. 


Note.— 'Table I, suggests , a, basis for the 
selection of minimum allowable compressive 
strengths which, for average normal Portland 
cement, will result In the use, of water-cement 
ratios that ^ will produce concrete suitable for 
various types of structures and conditions of 
exposure. A corresponding table, of flexural 
strengths is not given because of the wider, 
range in values which may be obtained with a 
given water-cement ratio for different materials. 

(b) Prior to the execution of the con- 
tract, the manufacturer shall furnish a 
statement to the purchaser, giving the 
proportions by weight (dry) of cement, 
fine and coarse aggregates which will be 
used in the manufacture of each class of 
concrete ordered by the purchaser. If 
required, he shall also furnish evidence 
satisfactory to the purchaser that the 
proportions selected will produce con- 
crete of the quality specified. 

Alternate No, 2: 

(а) Wdien the purchaser assumes re- 
sponsibility for the design of the concrete 
mixture, he shall specify the following: 

(/) Cement content in bags per cubic 
yard of concrete, or equivalent 
units. 

(3) Designated size, or sizes, of coarse 
aggregate. 

(J) Maximum allowable water con- 
tent in gallons per bag of cement, 
or equivalent units, including sur- 
face moisture, but excluding water 
of absorption, of the aggregates, 

(4) Maximum and minimum allow- 
able slump at point of delivery. 

(б) Prior to the actual delivery of the 
concrete, the manufacturer shall furnish 
a statement to the purchaser giving the 
proportions by 'weight (dry) of cement, 
fine and coarse aggregates which \vili be 
used in the manufacture of each class of 
concrete ordered by the purchaser. 
Sucli proportions shall be subject to the 
approval of the purchaser. 

Range in Slump 

5. When the maximum allowable 
slump is 3 in, or less, the difference be- 


480 


SraciHCATioNS; FOR Ready-Mixed' Concrete (C 94 - 44 ) 


tween tlie specified, maxiinum and mini- 
muin slumps, shall, be 1 in. , When the 
iiiaximnm allowable slump is, greater 
than :3 iii.y the .difference between the 
, specified maximum and niinimum slumps 
sliail be 2 . 111 . 


other materials. When cement is meas- 
ured in bags, no fraction of a bag shall 
be ' used unless weighed. 

(b) Aggregate shall be. measured by 
weight. Batch weights shall be based 
on dry materials and shall be the required 


TABLE I.-COMPRESSIVE STRENGTHS OF CONCRETE SUITABLE FOR VARIOUS CONDITIONS OF 

EXPOSURE. 

Note .—Presented as information only and not as a part of the specifications; adapted from Tables I and 2 of the 
Report of the Joint Committee on Standard Specifications for Concrete and Reinforced Concrete, June, 1940. 


Compressive Strength, min., psi. at 28 days 


Type or Location of Structure 

Severe or Moderate Climate, 
Wide Range of Temperatures, 
Rain and Long Freezing Spells 
or Frequent Freezing and 
Thawing 

Mild Climate, Rain or Semi- 
Arid, Rarely Snow or Frost 

Thin 

Sections 

Moderate 

Sections 

Heavy and Mass 
Sections 

Thin 

Sections 

Moderate 

Sections 

Heavy and 

Mass Sections 

Rein- 

forced 

Plain 1 
1 

Rein- 1 

forced| 

Plain 

Rein- 

forced 

1 

Plain 

Rein- 

forced 

,! 

Plain 

A. At tlie waterline in hydraulic or waterfront 
structures or portions of such structures where 
cora,plete saturation or intermittent saturation 
is possible, but not where the. structure is con- 
tinuously submerged: 

In sea water. 

In fresh water 

5000 

4500 

4500 

4000 

4000 

3600 

SOOO 

4500 

4500 

4000 

4000 

3600 

B. Portions of hydraulic or waterfront structures 
some distance from the waterline, but subject 
to frequent wetting: j 

By sea water ■ 

By fresh water - 

4500 

4000 

4000 

3600 

4000 

3600 

4500 

4000 

3600 

3200 

3200 

2800 

C. Ordinary exposed structures, buildings, and 
portions of bridges not coming under above 
groups 

4000 

3600 

3200 

4000 

3200 

2800 


D. Complete continuous submergence: 

, In sea water 

In fresh water 

4000 

3600 

3600 

3200 

3200 

2800 

4000 

3600 

3600 

3200 

3200 

2800 

E. Concrete deposited through water 



4500 

4500 



4500 

4500 

F. Pavement slabs directly on ground: 

Wearing slabs 

Base slabs 

4500 

3600 

4000 

3200 



4000 

3200 

3600 

2800 




6. Special cases: ' 

(o) For concrete exposed to strong sulfate ground waters, or oilier corrosive liquids or salts, the minimum com- 

f ressive strength should be SOOO psi, 

or concrete not exposed to the weather, such as the interior of buildings and portions of structures entirely 
below ground, no exposure hazard is involved and the compressive strength should be selected on, the basis 
of the structural design requirements. 


Measuring Materials 

6. (a) Cement shall be measured by 
weight or, if permitted by the purchaser, 
in bags of 94 lb. each. When cement is 
measured by weight, it shall be weighed 
on a scale separate from those used for 


weights of dry materials, plus the total 
weight of moisture (both absorbed and 
surface)' contained in, the , aggregate. 

(c) Water, shall be measured by volume 
or by weight. The device for the meas- 
urement of .the water shall be readily 
adjustable and, under all operating con- 
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ditioiiSj shall have an .accuracy' of ,1 per 
cent of the quantity of water required 
for the batch. ■ The device shall be so 
arranged that . the measurements will not 
be affected by variable pressures in the 
water supply . ' line. Measuring tanks 
shall .be equipped with outside taps and 
valves to, provide .for checking their 
calibration unless other means, are pro- 
vided for. readily and accurately deter- 
mining the amount of water in the tank. 
In the case of truck mixers, if wash 
water , is permitted to be used as a portion 
of the mixing water for succeeding 
batches, it shall be accurately measured 
in a separate tank, provided for the 
purpose, and taken into account in deter- 
mining the amount of additional mixing 
water required. 

(d) Powdered admixtures shall be 
measured by weight, and paste or liquid 
admixtures by weight or volume. 

Batching Plant 

7. (a) Unless otherwise permitted by 
the purchaser, bins with adequate sepa- 
rate compartments for fine aggregates 
and for each required size of coarse aggre- 
gate shall be provided in the batching 
plant. Each compartment shall be de- 
signed to discharge efficiently and freely 
into the w’‘eighing hopper. Means of 
control shall be provided so that, as the 
quantity desired in the weighing hopper 
is being approached, the material may 
be added slowly and shut off wuth pre- 
cision. A port or other opening for 
removing an overload of any one of the 
several materials from the hopper shall 
be provided. Hoppers shall be con- 
structed so as to eliminate accumulations 
of tare materials and to discharge fuUy. 

(b) The scales for weighing aggre- 
gates .and cement may be either of the 
horizontabbeam or of the springless-dial 
type. They shall be accurate within 1 
per cent under operating conditions. 
Adequate standard test weights shall be 


available for cheeking accuracy. All 
exposed fulcmms, clevises, and similar 
workingparts of scales shall be kept clean. 
When beam-type scales are used, pro- 
vision shall be made for indicating to 
the operator that the required load in 
the weighing hopper is being approached; 
the device shall indicate at least the last 
200 lb. of load. Ail weighing and indi- 
cating devices shall be in full view of 
the operator while charging the hopper 
and he shall have convenient access to 
all controls. 

Mixers and Agitators 

8. (a) Mixers may be stationary 
mixers or truck mixers. Agitators may 
be truck mixers or truck agitators. 
Each mixer and agitator shall have at- 
tached thereto ill a prominent place a 
metal plate on which is plainly marked, 
for the various uses for which the equip- 
ment is designed, the capacity of the 
drum or container in terms of volume of 
mixed concrete and the speed of rota- 
tion of the mixing drum or blades. 

{b) The mixer when loaded to capacity 
shall be capable of combining the 
ingredients of the concrete within the 
specified time into a thoroughly mixed 
and uniform mass and of discharging the 
concrete with a satisfactoiy degree of 
uniformity as indicated in Paragraph (d). 

(c) The agitator when loaded to 
capacity shall be capable of maintaining 
the mixed concrete in a thoroughly 
mixed and uniform mass and of dis- 
charging the concrete with a satisfactory 
degree of uniformity as indicated in 
Paragraph (d), 

{d) The purchaser may, from time to 
time, make slump tests of individual 
samples taken at approximately the one- 
quarter and the three-quarter points of 
the load and if the slumps differ by 
more than 2 in. the mixer or agitator 
shall not be used unless the condition is 
corrected or except as provided in 
Paragraph (e). 
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(e) If the requirements of Paragraph 
,(cf).::are, not met by. mixers operated at. 
the; minimimi, specified mixing time and 
loaded to capacityj or by agitators when 
loaded to capacity, the equipment may 
still be used when operation with a longer 
mixing time or with a smaller load will 
permit the requirements of Paragraph 
(d) to be met. 

(/) Mixers and agitators shall be 
examined daily for changes in condition 
due to accumulations of hardened con- 
crete or mortar or to wear of blades. 
When any such change of condition is 
found the tests described in Paragraph 
(d) should be repeated. 

Mixing and Delivery 

9. (a) Ready-mked concrete shall be 
mixed and delivered to the point desig- 
nated by the purchaser by means of one 
of the following combinations of opera- 
tions: 

(I) Mixed completely in a stationary 
mixer and the mixed concrete trans- 
ported to the point of delivery in a 
truck agitator or in a truck mker 
operating at agitator speed, (Known 
as central-nnxed concrete?) 

{2) Mixed partially in a stationary 
mker, and the mking completed in 
a truck mker. (Known as shrink- 
mixed concrete,) 

(J) Mixed completely in a truck 
mker. (Known as transit-mixed con- 

. , Crete?) 

i?b) Mixers and agitators shall be oper- 
ated within the limits of capacity and 
speed of rotation designated by the 
manufacturer of the equipment. 

(c) When a stationary mker is used 
for the complete mking of the concrete, 
the mixing time for mixers of 1 cu. yd. 
or less shall not be less than 1 min. 
For mixers of larger capacities, this 
minimum shall be increased IS sec. for 
each cubic yard or fraction thereof 
of additional capacity. Mixing time 


shall be measured from the time all 
cement and aggregates are in the drum. 
The batch shall be so charged into the 
mker that some water will enter in 
advance of cement and aggregate, and 
all water shall be in the drum by the end 
of the first one-fourth of the specified 
mking time. 

{£) "WTien a stationary inker is used 
for partial mking of the concrete (shrink- 
mking), the mking time in the station- 
ary mixer may be reduced to the mini- 
mum required (about 30 sec.) to 
intermingle the ingredients. 

ie) When a truck mixer is used either 
for complete mking or to finish the 
partial mking done in a stationary 
mker, each batch of concrete shall be 
mixed not less than 50 nor more than 100 
revolutions of the drum or blades at the 
rate of rotation designated by the manu- 
facturer of the equipment as mking 
speed. Additional mking, if any, shall 
be at the speed designated by the manu- 
facturer of the equipment as agitating 
speed. 

(/) When a truck mker or truck agita- 
tor is used for transporting concrete 
which has been completely mixed in a 
stationary mker, mking during transpor- 
tation shall be at the speed designated 
by the manufacturer of the equipment 
as agitating speed. 

(g) Concrete shall be delivered to the 
site of the work and discharge from the 
truck mker or agitator shall be com- 
pleted within 1| hr. after the intro- 
duction of the mking water to the 
cement and aggregates, or the cement 
to the aggregates, unless a longer time is 
specifically authorized by the purchaser. 
In hot weather, or under conditions 
contributing to quick stiffening of the 
concrete, a time less than 1| hr. may be 
specified by the purchaser. When a 
truck mker is used for the complete 
mixing of the concrete, the mixing op- 
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eration shall begin within 30 min. after 
the , cement has been intermingled with 
the aggregates.^ 

(h) Concrete delivered in outdoor 
temperatures lower than 40 F. 'shall 
arrive at the work having a temperature 
not less than 60 F. nor greater than 
90 F., unless otherwise specified or per- 
mitted by the purchaser. 

Inspection 

10. Proper facilities shall be provided 
for the purchaser to inspect ingredients 
and processes used in the manufacture 
and delivery of the concrete. The 
manufacturer shall afford the inspector 
representing the purchaser all reasonable 
facilities, without charge, for securing 
samples to determine whether the con- 
crete is being furnished in accordance 
With these specifications. All tests and 
inspections shall be so conducted as not 
to interfere unnecessarily with the manu- 
facture and delivery of the concrete. 

Sampling 

11. Samples of concrete shall be ob- 
tained in accordance with the Standard 
Method of Sampling Fresh Concrete 
(A.S.T.M. Designation: C 172),^ except 
in the case of individual samples secured 
to determine uniformity of consistency. 
In securing individual samples to deter- 
mine uniformity of consistency as pro- 
vided in Section 8 (d), the A.S.T.M, 
Method C 172 shall be followed, but the 
requirements shall be so modified as to 
permit of obtaining two samples, one at 
the one-quarter point and one at the 
three-quarter point of the load. 

Slump 

12. Slump tests shall be made at the 
option of the purchaser. If the meas- 
ured slump falls outside the limits 
specified, a check test shall be made. 
In the event of a second failure the 


^xhis sentence was restored editorially in March, 1945, 
to correct an omission. 


purchaser may refuse: to permit the use of 
the load of concrete represented. 

Certification 

13. The purchaser may require . the 
manufacturer of the ready-mked con- 
crete to furnish, with each load, a sta:te- 
ment showing the proportions used In 
makiag the concrete. In any event, the 
manufacturer shall inform the purchaser 
of any change in proportions. 

Strength 

14. (a) When strength is used as a 
basis for acceptance of concrete made in 
accordance with these specifications, 
standard tests (see Section 17) shall be 
made frequently by the purchaser and, 
in general, not less frequently than one 
strength test for each fifty loads of each 
class of concrete, except that in no case 
shall a given class of concrete be repre- 
sented by less than three tests. 

(b) For a strength test three standard 
test specimens shall be made from a 
composite sample secured as required in 
Section 11. The test result shall be the 
average of the strengths of the three 
specimens, except that, if one specimen 
in a test show^-s manifest evidence of im- 
proper sampling, molding, or testing, it 
shall be discarded and the remaining two 
strengths averaged. Should more than 
one specimen representing a given test 
show^ definite defects, the entire test shall 
be discarded. 

(c) The representative of the purchaser 
shall ascertain and record the exact loca- 
tion in the work at which each load 
represented by a strength test is de- 
posited. 

(d) To conform to the requirements of 
these specifications, the average of all 
of the strength tests representing each 
class of concrete as w^eil as the average of 
any five consecutive strength tests rep- 
resenting each class of concrete shall be 
equal to or greater than the specified 
strength and no strength test shall have 
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EB average value less than 80 per cent of 
the specified strength. 

Alternate Strength Basis 

, IS. The, provisions of Section 14 may 
be waived., at the option of the purchaser, 
if the inanufacturer , can furnish evidence 
satisfactory to the purchaser that- con- 
crete, of the proportions and made with 
the materials which he proposes; to use 
will „have , the specified strength. > 

Failure to Meet Specifications 

' 16, In the event : that ■ the concrete 
fails to, meet' the require,ments of these 
specifications in any respect, the manu- 
facturer of the ready-mixed concrete and 
the purchaser shall confer to determine if 
agreement^, can be reached as to what 
adjustment, if any, shall be made. If an 
agreement , on ■ a, mutually satisfactory 
adjustment cannot be reached by the 
inanufacturer and the purchaser, a deci- 
sion shall be made by a panel of three, 
qualified engineers, one of whom shall be' 
designated by the purchaser, one by the 
manufacturer, and .the, .third; chosen 'by 
these two ' members of the panel. The 
pa,nel shall use, such, means as it con- 
siders , appropriate to. , determine the 
.quality , of the concrete, , .including, ' if 
deemed advisable by it, chemical analy- 
„ ses, strength, tests of cores, cut from the 
structure, and load tests of the finished 
structure. , The question of responsibility 
for the cost of such arbitration shall be 
determined by the panel. Its decision 
■shall be , binding except as modified by a 
court decision. 


Metliods of Testing 

17 . Methods of testing ready-mixed 
concrete shall be in accordance with the 
following methods' of the American 
Society for Testing Materials: 

(a) Slump.— Sta^ndsLid Method of 
Slump Test for Consistency of Portland- 
Cement .Concrete (A. S.T.M. Designa- 
tion: C 143).® 

■ (6) Compression Test Specimens.— 
Standard Method of Making and Curing 
Concrete Compression and Flexure Test 
Specimens in the Field (A.S.T.M. Desig- 
nation: C 31),®' except that , Section 7 (c) 
of Method C 31 shall not apply to speci- 
mens used as a basis for, acceptance. 

{c) Compression Te^/.y.*—Stan'dard 
Method of Test for Compressive, Strength 
of Molded Co.iicrete .Cylinders (A.S. 
T.M. Designation: C39).® . 

(d) Flexure Standard Method 

of Test for Flexural Strength ofXon-, 
Crete (Laboratory Method Using Simple 
Beam with Third-Point.. Loading) ' (A.S. 
T.M. Designation: C 78).® 

{e) Standard Methods of 

Securing, Preparing, and Testing Speci- 
mens from Hardened Concrete for Com- 
pressive and Flexural Strengths (A.S.T.M. 
Designation: C 42),® 

■ (/) FfeW.— Standard Method of Test 
for Weight per Cubic Foot, Yield, and 
Air Content, (Gravimetric) of,. Concrete 
(A.,S.T.M., Designation: C 138).® , 

(g) Cement Content of Hardened Con- 
crete. — Standard Method of . Test fo.r 
Cement Content of Hardened Portiand- 
Cement Concrete , (A.S.T.M. Designa- 
tion: C 85).® 



Stafidard Method of Test for 

COMPRESSIVE STRENGTH OF CONCRETE USING PORTIONS 
OF BEAMS BROKEN IN FLEXURE! 

MODIFIED CUBE METHOD 



AoS.T.M. Designation: C 116-44 
Adopted, 1936; Revised, 1939, 1942, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 116; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determining the com- 
pressive strength of concrete, using for 
the test specimens portions of beams 
broken in flexure. 

Note. — For the method of making the 
flexural strength test, see the Standard Method 
of Test for Flexural Strength of Concrete (Using 
Simple Beam with Third-Point Loading) 
(A. S.T.M. Designation: C 78).® 

Test Specimens 

2. The broken portions of beams 
selected for the compression test shall 
have a length not less than 2 in. greater 
than the depth of the beam and shall be 
free from cracks, chipped surfaces, or 
other obvious defects. 

Preparation of Test Specimen , 

3. (a) The top and bottom of the beam 

^ 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

s priQi- to adofjtion as standard, this method was 
published as tentative from 1935 to 1936. 

® Appears in this publication, see Cdn tents in Numeric 
Sequence. cf A.S.T.M. Designations at front of book. ■ 


shall be ground or capped in such a 
manner that plane surfaces are secured. 
The caps shall cover the full width of the 
beam and shall be of such length as to 
permit the adjustment of the bearing 
plates for the test so that the upper 
bearing plate may be placed directly 
over the lower bearing plate. The 
material used for capping and the thick- 
ness of the cap shall be such that it will 
not flow or fracture under the load. 

Note. — Neat portland or alumina cement and 
suitable mixtures of sulfur with granular mate- 
rials are recognized as suitable for capping 
hardened concrete specimens. Sulfur caps 
should be allowed to harden for at least 1 hr. 
before applying load; cement caps for a suffi- 
cient period to comply with the requirements 
prescribed in Paragraph (a). 

(5) During the interval between test- 
ing of specimens as beams and testing 
the broken portions as cubes, the speci- 
mens shall be kept moist by storage in a 
moist closet or under wet burlap. 

Procedure 

4. (a) Only the ultimate compressive 
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strength shall be determined. The 
specimen 'shall be tested between ma- 
chined metal bearing plates not less 
than I in. in thickness. The diameter 
of the spherical bearing block shall be at 



Fig. 1. — Device for Aligning Bearing Plates. 

least 75 per cent of the depth of the 
beam. The plates shall be of such di- 
mensions that the contact faces shall be 
substantially square and shall have the 
same dimensions as the nominal width 
of the beam tested. The upper bearing 


plate shall be placed directly over the 
lower plate. A device that insures the 
proper location of the upper plate with 
reference to the lower plate is shown in 
Fig. 1. The load shall be applied to the 
bearing blocks by means of an adjustable 
head. 

(b) Application of Load.— -The load 
shall be applied without shock. The 
moving head of the screw type of testing 
machine shall travel at the rate of about 
0.05 in. per min. when the machine is 
running idle. In hydraulic machines 
the loading shall be adjusted to a con- 
stant rate within the limits of 35 db 15 
psi. per sec. 

Calculation and Report 

5. The total load indicated by the 
testing machine at failure of the test 
specimen shall be recorded and the unit 
compressive strength calculated in 
pounds per square inch, taking as the 
cross-sectional area the average of the 
upper and lower contact areas. The 
type of failure and appearance of the 
concrete shall be noted. 
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Standard Method of Test for 

COMPRESSIVE STRENGTH OF MOLDED CONCRETE 

CYLINDERS^ 



A.S.T.M* Designation: C39 -44 

Adopted, 1925; Re\tsed, 1927, 1933, 1939, 1942, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 39; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the procedure 
for compression tests of molded concrete 
cylinders. 

Note. — For methods of molding concrete 
specimens see the Tentative Method of Making 
and Curing Concrete Compression and Flexure 
Specimens in the Laboratory (i\.S.T.M. Desig- 
nation: C 192),® and the Standard Method of 
Making and Curing Concrete Compression and 
Flexure Test Specimens in the Field (A.S.T.M. 
Designation: C 31).® 

Apparatus 

2. The testing machine may be of any 
type of sufficient capacity which will pro- 
vide the rate of loading prescribed in Sec- 
tion 4 (6). It shall conform to the re- 
quirements of Section 27 of the Standard 
Methods of Verification of Testing Ma- 
chines (A.S.T.M. Designation: E 4).^ 
The testing machine shall be equipped 
with two steel bearing blocks with hard- 
ened faces (Note) one of which is a 
spherically seated block that normally 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee C-9 on Concrete and Concrete Aggregates. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1921 to 1925. 

2 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


will bear on the upper surface of the 
specimen, and the other a plain rigid 
block on wffiich the specimen will rest. 
The bearing faces shall be at least as 
large and preferably slightly larger than 
the surface of the specimen to which the 
load is applied. The bearing faces, when 
new, shall not depart from a plane by 
more than 0.0005 in. at any point, and 
they shall, be maintained within a permis- 
sible variation limit of 0.001 in. In the 
spherically seated block the diameter of 
the sphere shall not greatly exceed the 
diameter of the specimen and the center 
of the sphere shall coincide with the cen- 
ter of the bearing face. The movable 
portion of this block shall be held closely 
in the spherical seat, but the design shall 
be such that the bearing face can be ro- 
tated freely and tilted through small 
angles in any direction. 

Note.— I t is desirable that the bearing faces 
of blocks used for compression testing of con- 
crete have a Rockwell hardness of not less than 
060 . 

Test Specimens 

3. Compression tests of moist cured 
specimens shall be made as soon as prac- 
ticable after removal from the curing 
room. Test specimens, during the pe- 
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riod' between their removal . from the 
moist TGom, and : testing shall be kept 
moist by a , wet burlap or blanket cover- 
ing. They shall be tested in a moist 
condition. The diameter of the test 
specimeii shall be determined to the near- 
est 0.01 in. by averaging two diameters 
measured at right angles to each, other 
near the center of the length of the speci- 
men. This average diameter shall be 
used for calculating the cross-sectional 
area. The length of the specimen in- 
cluding caps shall be measured to the 
nearest 0.1 in. ■ 

Procedure 

4. (a) Placing the Specimen , — ^The 
plain (lower) bearing block shall be 
placed, with its hardened face up, on the 
table or platen of the testing machine 
directly under the spherically seated (up- 
per) bearing block. The bearing face 
shall be wiped clean and the test speci- 
men placed on it. The axis of the speci- 
men shall be carefully aligned with the 
center of thrust of the spherically seated 
block. As the spherically seated block is 
brought to bear on the specimen its 
movable portion shall be rotated gently 
by hand so that uniform seating is 
obtained. 

Q}) Rate of Loading . — The load shall 
be applied continuously and without 
shock. In testing machines of the screw 
t 3 ^e the moving head shall travel at a 
rate of about 0.05 in. per min. when the 
machine is running idle. In hydrauli- 


cally operated machines the load shall be 
applied at a constant rate within the 
range 20 to 50 psi. per sec. During the 
application of the first half of the maxi- 
mum load a higher rate of loading shall 
be permitted. 

{c) The load shall be increased until 
the specimen fails and the maximum load 
carried by the specimen during the test 
shall be recorded. The type of failure 
and the appearance of the concrete shall 
be noted. 

Calculation 

5 . The compressive strength of the 
specimen shall be calculated by dividing 
the maximum load carried by the speci- 
men during the test by the average cross- 
sectional area determined as described in 
Section 3, and shall be expressed to the 
nearest 10 psi. 

Report 

6. The report shall include the fol- 
lowing: 

{1) Identification number, 

{2) Diameter (and length, if not stand- 
ard), in inches, 

(3) Cross-sectional area, in square 
inches, 

(4) Maximum load, in pounds, 

(J) Compressive strength calculated 
to the nearest 10 psi., 

{6) Type of fracture, if other than the 
usual cone, 

(7) Defects in either specimen or caps, 

{8) Age of specimen. 
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Standard Method of 

MAKING AND CURING CONCRETE COMPRESSION AND 
FLEXURE TEST SPECIMENS IN THE FIELD* 


A.S.T.M. Designation; C 31 -44 

Adopted, 1921 ; Revised, 1927 , 1931 , 1933 , 1938 , 1939 , 1942 , 1944 .> 

This Standard of the American Society for Testing Materials Is issued under 
the fixed designation C 31 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

1. This method covers the procedure 
for making and curing compression and 
flexure test specimens of concrete sam- 
pled from concrete being used in con- 
struction. 

Note. — For the method of making and 
curing concrete specimens in the laboratory see 
the Tentative Method of Making and Curing 
Concrete Compression and Flexure Test Speci- 
mens in the Laboratory (A.S.T.M. Designation: 
C192).3 

Sampling of Concrete 

2, Samples of concrete for test speci- 
mens shall be taken in accordance with 
the Standard Method of Sampling Fresh 
Concrete (A.S.T.M. Designation: C 172).^ 
The location in the work of the batch of 
concrete thus sampled shall be noted 
for further reference. ■ 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M, 
Committee C-9 on Concrete and Concrete Aggregates. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1920 to 1921, 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Compression Test Specimens 
Size of Specimens 

3. Compression test specimens shall 
be cylindrical with a length equal to 
twice the diameter. Standard cylindri- 
cal specimens shall be 6 in. in diameter by 
12 in. in length if the coarse aggregate 
does not exceed 2 in. in nomind size. 
Smaller test specimens shall have a ratio 
of diameter of specimen to maximum size 
aggregate of not less than 3 to 1, except 
that the diameter of the specimen shall 
not be less than 3 in. for mixtures con- 
taining aggregate more than 5 per cent 
of which is retained on a No. 4 (4760- 
micron) sieve. For concrete containing 
aggregate larger than 2 in., the cylindri- 
cal specimens shall have a diameter at 
least three times the maximum nominal 
size of aggregate. The oversize of any 
nominal size aggregate used shall not 
exceed the requirements prescribed in the 
Standard Specifications for Concrete Ag- 
gregates (A.S.T.M. Designation: C 33).^ 

Molds 

4. Molds for compression test speci- 
mens shall be cylindrical in form, made of 
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nonabsorbent materialj. and shall be sub- 
stantial enough to hold their form during 
the iiiolding of test specimens. They 
shall not vary from the standard diame- 
ter by more .than in. nor from the 
standard length by more than J in. 
Metal molds shall each be provided with 
a machined metal base plate and means 
shall be provided for securing the base 
plate to the mold. The assembled mold 
and base plate shall be watertight and 
shall be oiled with mineral oil before use. 
Molds made of material other than metal 
shall* be provided with a base plate or 
bottom. Assembled molds of any type 
shall be watertight. 

Note. — Satisfactory molds may be made 
from cold-drawn, seamless steel tubing or from 
steel pipe macbined on the inside. These 
tubular sections shall be cut to the proper 
length, split along one element and fitted with 
a circumferential metal band and bolt for clos- 
ing. Satisfactory molds may also be made 
from iron or steel castings. In general, molds 
made from formed sheet metal are not satis- 
factory. Paraffined cardboard molds will give 
good results under expert supervision. 

Molding Specimens^ 

<)» 

5. The test specimens shall be formed 
by placing the concrete in the mold in 
three layers of approximately equal 
volume. In placing each scoopful of con- 
crete, the scoop shall be moved around 
the top edge of the mold as the concrete 
slides from it in order to insure a sym- 
metrical distribution of the concrete 
within the mold. The concrete shall be 
further distributed by a circular motion 
of the tamping rod. Each layer shall be 
rodded with 25 strokes of a f -in. round 
rod, approximately 24 in. in length and 
tapered for a distance of 1 in, to a 
spherically shaped end having a radius 
of approximately J in. The strokes shall 
be distributed uniformly over the cross- 
section of the mold and shall penetrate 
into the underlying layer. The bottom 
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layer shall be rodded throughout its 
depth. After the top layer has been 
rodded, the surface of the concrete shall 
be struck off with a trowel and covered 
with a glass or metal plate to prevent 
evaporation. 

Capping Specimens 

■■ 6. (a) If metal molds are used/ the 
test specimens may be capped with a thin 
layer of stiff, neat-cement paste after the 
concrete has ceased settling in the molds, 
generally from 2 to 4 hr. or more after 
molding. The cap shall be formed by 
means of a piece of plate glass not less 
than J in. in thickness or a machined 
metal plate not less than | in. in thick- 
ness and having a minimum surface 
dimension at least 1 in. larger than the 
diameter of the mold. The plate shall 
be worked on the cement paste until its 
lower surface rests on top of the mold. 
The cement for capping shall be mixed to 
a stiff paste 2 to 4 hr. before it is to be 
used in order to avoid the tendency of 
the cap to shrink. Aclliesion of the con- 
crete to the top and bottom plates may 
be avoided by coating them with oil or 
grease. 

(b) Specimens not capped with neat- 
cement paste as described in Paragraph 
(a) shall be ground or capped before 
testing. In all cases the capped or 
ground surface shall not depart from a 
plane by more than 0.001 in. and shall 
be at right angles to the axis of the speci- 
men. Caps shall be made as thin as 
practicable and shall not flow or fracture 
when the specimen is tested. 

Note,"— Neat portland or alumina cement and 
suitable mixtures of sulfur with granular mate- 
rials are recognized as suitable for capping 
hardened concrete specimens. Sulfur caps 
should be allowed to harden for at least 1 hr. 
before applying load; cement caps for a suffi- 
cient period to comply with the requirements 
prescribed in Paragraph (5). 

Curing Specimens 

7. (a) During the first 24 hr. all test 
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specimens shall be kept in a storage box 
(Note 1) so constructed and located on the 
work that its air temperature when con- 
taining concrete specimens will remain 
within 60 to 80 F. (16 to 27C.), or other 
suitable means shall be used that provide 
similar temperature conditions. 

Note 1.— It is suggested that the storage box 
be made of 1-in. dressed tongue-and-groove 
lumber, well braced with battens to avoid 
warping. The box should be well painted in- 
side and outside and should be provided with 
a hinged cover and padlock. 

(&) Test specimens made to check the 
adequacy of the laboratory design for 
strength of the concrete, or as the basis 
for acceptance, shall be removed from 
the molds at the end of 24 hr. and stored 
in a moist condition (Note 2) at a tem- 
perature within the range of 65 to 75 F. 
(18 to 24 C.) (Note 3) until the time of 
test. Specimens shall not be exposed to 
a stream of running water. If storage in 
water is desired, a saturated lime solution 
shall be used. 

Note 2. — Moist condition is that in which 
free water is maintained on the surfaces of the 
specimens at all times. 

Note 3. — Attention is directed to the fact 
that the temperature within damp sand and 
under wet burlap or similar materials will al- 
ways be low’er than the temperature in the 
surrounding atmosphere if evaporation takes 
place. 

(c) Test specimens for determining 
when a structure may be put into service 
shall be removed from the molds at the 
end of 24 hr. and stored in the structure 
as near to the point of sampling as pos- 
sible and shall receive, in so far as prac- 
ticable, the same protection from the ele- 
ments on all surfaces as is given to the 
portions of the structure which they 
represent. Field control specimens shall 
be protected from injury while on the 
work. For 28-day tests the specimens 
shall be sent to the laboratory not more 
than 7 days prior to the time of test. 
For other periods of test the specimens 
shall be kept in the field at least three 


fourths of, the- test period. , While in the 
.laboratory the specimens shall be kept .at, 
laboratory temperature until 24 to 48 hr,, 
before testing, during which final period 
they shall be immersed in water at labo- 
ratory temperature. 

Flexuee Test Specimens 
Size of Specimens 

8. The cross-section of the flexure test 
specimen shall be 6 by 6 in. if the coarse 
aggregate does not exceed 2 in, in 
nominal size. For larger coarse aggre- 
gate, the minimum cross-sectional dimen- 
sion shall be not less than three times the 
maximum nominal size of the coarse ag- 
gregate. The oversize of any nominal 
size used shall not exceed the recfuire- 
ments prescribed in the Standard Speci- 
fications for Concrete Aggregates 
(A.S.T.M. Designation: C33).® 

Molds 

9. Molds for flexure test specimens 
shall be rigid and nonabsorptive and 
shall be at least 3 in. longer than the 
required span length as prescribed in 
Section 3 of the Standard Method of 
Test for Flexural Strength of Concrete 
(Using Simple Beam with Third-Point 
Loading) (A.S.T.M. Designation: C 78).® 
Means shall be provided for securing the 
base plate to the mold. The assembled 
mold and base plate shall be watertight 
and shall be lightly oiled with a mineral 
oil before use. 

Molding Specimens 

10. The test specimen shall be formed . 
with its long axis horizontal. The con- 
crete shall be placed in layers approxi- 
mately 3 in. in depth and each layer shall 
be rodded 50 times for each square foot of 
area. The top layer shall slightly over- 
fill the mold. After each layer is rodded, 
the concrete shall be spaded along the 
sides and ends with a mason’s trowel or 
other suitable tool. When the rodding 
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and spading operations are completedj 
the top shall be struck off with a straight-' 
edge and finished with a .wood float. 
The ' test specimen shall be made 
promptly and without interruption. 

Ctiring , SpecimeES 

11. (a) Test specimens made to check 
the adequacy of the laboratory design for 
strength of the concrete, or as the basis 
for acceptance, shall be covered immedi- 
ately after molding with a double layer 
of wet burlap which shall be kept wet 
until the specimens are removed from the 
molds. During the first 24 hr. the speci- 
mens shall be cured under the conditions 
specified in Section 7 (a). At the end of 
tlie 24-hr. period the specimens shall be 
removed from the molds and stored in a 
moist condition as specified in Section 

7 (b). 


(b) Test specimens for determining 
when a structure may be put into service, 
shall be cured as nearly as practicable, in 
the same manner as the concrete in the 
structure. At the end of 24 hr. the speci- 
mens shall be taken in the molds to a 
location preferably near a field labora- 
tory, removed from the molds and stored 
by placing them on the ground as 
molded, with their top surfaces up. The 
sides and ends of the specimens shall then 
be banked with damp earth or sand 
which shall be kept damp, leaving the 
top surfaces exposed to the specified 
curing treatment. At the end of the 
curing period the specimens shall be left 
in place with the top surfaces exposed to 
the weather in the same manner as the 
structure. , Specimens shall be tested in 
the moist condition resulting from the 
specified curing treatment. 



AX&mCAM ASSOCmTIOIf STAH 
HIGHWAY OFFICE'S STANDAF 
AA.S.H.O. HO.: X 97-45 


Standard Method of Test for 

FLEXURAL STRENGTH OF CONCRETE (USING SIMPLE 
BEAM WITH THIRD-POINT LOADING)^ 



A.S.T.M. Designation: C 78-44 

Adopted, 1938; Revised, 1939, 1944.® 

THs Standard of the American Society for Testing Materials is issued under 
the fiKcd designation C 78; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the pro- 
cedure for determining the flexural 
strength of concrete by the use of a sim- 
ple beam with third-point loading. 

Note. — For methods of molding concrete 
specimens see the Tentative Method of Making 
and Curing Concrete Compression and Flexure 
Test Specimens in the Laboratory (A.S.T.M. 
Designation: C 192),^ and the Standard Method 
of Makingand Curing Concrete Compression and 
Flexure Test Specimens in the Field (A.S.T.M. 
Designation: C 3i).3 

Apparatus 

2. The third-point loading method 
shall be used in making flexure tests of 
concrete employing bearing blocks which 
will insure that forces applied to the 
beam will be vertical only and applied 
without eccentricity. A diagram of an 


apparatus which accomplishes this pur- 
pose is shown in Fig. 1. 

Note. — Sometimes nonstandard methods of 
load application are used in the field. If such 
methods are used, the results should be cor- 
related with those obtained with standard 
methods. Apparatus for making flexure tests 
of concrete should be designed to incorporate 
the following principles: 

(i) The distance betw^een supports and points 
of load application should remain constant for 
a given apparatus. 

{ 2 ) The load should be applied normal to the 
loaded surface of the beam and in such a manner 
as to avoid eccen tricity of loading. 

(J) The direction of the reactions should be 
parallel to the direction of the applied load at 
all times during the test. ♦ 

(4) The load should be applied at a uniform 
rate and in such a manner as to avoid shock, 

(5) The ratio of distance betw^een point of 
load application and nearest reaction to the 
depth of the beam should be not less than one. 

The directions of loads and reactions may be 
maintained parallel by judicious use of linkages, 
rocker bearings, and flexure plates. Eccentri- 
city of loading can be avoided by use of spherical 
bearings. 


^ 1 Under the standardization procedure of the Society, Tcst SpOCilHen 
this method is under the jurisdiction of the A.S.T.M. - i i 

Committee C-9 on Concrete and Concrete Aggregates. 3. The tCSt Specimen Shali have a Span 

2 Prio- to adoption as standard, this method was pub- , .. r r 

lished as tentative from 1930 to 1938, being revised in 1936. aS liCariy aS practicable 111166 timeS itS 
® Appears in this publication, see Contents in Numeiic 

Sequence of A.S.T.M. Designations at front of book. uepill aS teSlcu. 
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Procedure 

' 4. The test specimen shall be turned 
on: its side with respect to its position as 
molded and centered on the bearing 
blocks. The load-applying blocks shall 
be brought in contact with the upper sur- 
face at the third points between the sup- 
ports. If full contact is not obtained 
between the specimen and the load- 
applying blocks and the supports, due 
to the surfaces of the specimen being out 
of plane, the surfaces of the specimen, 
where they are in contact with the blocks 
or supports, shall be ground or capped 
(Note) to produce substantially full con- 



Fig. 1 . — Diagrammatic View of Apparatus for 
Flexure Test of Concrete by Third- 
Point Loading Method. 


Measurement of Specimens After Test 

5. Measurements to the nearest 0.1 in. 
shall be made to determine the average 
width and average depth of the specimen 
at the section of failure. 

Calculations 

6. (a) If the fracture occurs within the 
middle third of the span length, the 
modulus of rupture shall be calculated as 
follows: 


where: 

R = modulus of rupture in pounds per 
square inch, 

P = maximum applied load indicated 
by the testing machine in pounds, 
I = span length, in inches, 
b == average width of specimen in 
inches, and 

d = average depth of specimen in 
inches. 

Note. — Weight of the beam is not included 
in the above calculation. 


(6) If the fracture occurs outside of 
the middle third of the span length by 
not more than 5 per cent of the span 
length, the modulus of rupture shall be 
calculated as follows: 


where: 


tact. The load may be applied rapidly 
up to approximately 50 per cent of the 
breaking load, after which it shall be 
applied at such a rate that the increase 
in extreme fiber stress does not exceed 
150 psi. per min. 

Note.^ — N eat Portland or alumina cement 
and suitable mixtures of sulfur with granular 
materials are recognized as suitable for capping 
hardened concrete specimens. Sulfur caps 
should be allowed to harden for at least 1 hr. 
before applying load, cement caps for a sufficient 
period to insure their resistance to cracking or 
flowing under the applied load. 


a = distance between line of fracture 
and the nearest support measured 
along the center line of the bottom 
surface of the beam, in inches. 

, (c) If the fracture occurs outside of the 
middle third of the span length by more 
than 5 per cent of the span length, the 
results of the test shall be discarded. 

Report 

7. The report shall include the fol- 
lowing: 

(i) Identification number, 
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(£) Average width to the nearest ': (5) Maximum applied load in pounds, 
0.1 in., (d) Modulus of rupture calculated to 

(J) Average depth to the nearest the nearest 5 psi., 

0.1 in.y (7) Defects ill specimens and 

(4) Span length in inches, ((?) Age of specimen. 


AMBMCAW ASSOCIATIOH STATE 
highway OFFICmS STANDARD 
A.A.S.H.O. NO,j T 120-42 


Standard Method of Test for 

FLOW OF PORTLAND-CEMENT CONCRETE BY USE OF THE 

FLOW TABLE! 



A.S.T.M. Designation: C 124 - 39 

Adopted, 1938;. Revised, 1939.^ 

TMs Standard of tlie American Society for Testing Materials is issued under 
the fixed designation C 124;, the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. TMs metliod is intended for deter- 
mining the flow of concrete. 

Apparatus 

2 . (a) Mold.—The mold shall be made 
of a smooth metal casting in the form 
of the 'frustum of a cone with a base 
10 in. in diameter, upper surface 6f in. 
in diameter, and altitude 5 in.; the base 
and the top shall be open and at right 
angles to the axis of the cone. The 
mold shall ' be provided with handles. 
(See Fig. 1.) 

(5) Flow Table . — The flow table shall 
conform to the design shown in Fig. 2 
and shall be mounted on and bolted to a 
concrete base having a height of IS to 
20 in. and weighing not less than 300 lb. 

Sample : 

3. Samples of concrete for test speci- 
mens shall be taken at the mixer, or in 
the case of ready-mixed concrete, .from 
the transportation vehicle; during dis- 
charge. The sample of concrete from 

^ Under tte standardijsation procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aegregates. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1936 to 19^. 


which test specimens .are made shall be, 
representative of the entire batch. Such 
samples shall be' obtained by repeatedly 
passing a scoop or pail through the dis- 
charging stream of concrete, starting the 
sampling operation at the beginning of 
discharge, and repeating the operation 
until the entire batch is discharged. 
The sample thus obtained, shall be trans- 
ported to the place of molding of the 
specimen, and to counteract segregation 
theeoncrete shall be mixed with a shovel 
until it is uniform in appearance. The 
location in the work of the batch of con- 
crete thus sampled shall be noted for 
future reference, , . In the case of paving 
concrete, samples may be taken from the 
batch immediately after depositing on 
the subgrade. At least five samples 
shall be taken from different portions -of 
the pile, and these samples shall be thor- 
oughly mixed to form the test speci- 
men. 

Procedure®' 

, 4. Immediately ,, preceding the test, 
the table top shall be wetted and cleaned 

* Editorially revised in February, 1946. 
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Fig* 2.— Flow Table Apparatus.® 
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of all gritty material and the excess 
water removed with a rubber squeegee. 
The moldj centered on the table, shall be 
firmly held in place and filled in two 
layers, each approximately one-half the 
volume of the mold. Each layer shall 
be rodded with 25 strokes of a round, 
nonmetallic rod f in. in diameter and 
24 in. in length, having a bullet-pointed 
end. The strokes shall be distributed in 
a uniform manner over the cross-section 
of the mold and shall penetrate into the 
underlying layer. The bottom layer 
shall be rodded throughout its depth. 
After the top layer has been rodded, the 
surface of the concrete shall be struck 
off with a trowel so that the mold is 
exactly filled. The excess concrete 
which has overflowed the mold shall be 
removed and the area of the table outside 


of the mold again. cleaned. The mold 
shall be immediately removed from the 
concrete by a steady, upward pull 
The table shall then be raised and 
dropped | in., 15 times in about IS sec., 
by revolving the actuating cam contin- 
uously at a uniform rate. ' The diameter 
of the spread concrete shall be the aver- 
age of six symmetrically, distributed 
caliper measurements read to the nearest 
J in. 

Flow 

5. The flow of the concrete shall be 
recorded as the percentage increase in 
diameter of the spread concrete over the 
base diameter of the molded concrete, 
calculated from the following formula: 

Flow, spread diameter — 10 in. 

rsiJ-f f'oTvf — L — \/ Inn 



AMERICAN ASSOCIATION STATE/ 
HIGHWAY OFFICIALS STANDARD 
AA.S.H.O. NO.: T 24-45 


Standard Methods of 


SECURING, PREPARING, AND TESTING SPECIMENS FROJ^I 
HARDENED CONCRETE FOR COMPRESSIVE AND 
FLEXURAL STRENGTHS* 



A.S,T.M. Designation: C 42 - 44 
Adopted, 1927; Revised, 1931, 1939, 1942, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 42; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the procedure 
for securing, preparing, and testing speci- 
mens of hardened concrete from struc- 
tures and pavements. 

Precautions 

2. A specimen to be tested for strength 
shall not be removed from the structure 
until the concrete has become hard 
enough to permit its removal without 
disturbing the bond between the mortar 
and the coarse aggregate. In general, 
the concrete shall be 14 days old before 
the specimens are removed. Specimens 
that show abnormal defects or that have 
been damaged in removal shall not be 
used. . 

Apparatus 

3. {a) Core Drill— A core drill shall 
be used for securing cylindrical core 
specimens. For specimens taken’ per- 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

Prior to adoption as standard these methods were 
published as tentative from 1921 to 1927, being revised 
m 1925 and 1927. 


pendicular to a horizontal surface, a shot 
drill is satisfactory; for specimens taken 
perpendicular to a vertical surface, a 
diamond drill shall be used. 

(b) Saw . — saw shall be used for 
securing beam specimens from the struc- 
ture or pavement for flexural strength 
tests. The saw shall have a diamond or 
silicon carbide cutting edge and shall 
have adjustments that will permit cut- 
ting specimens which conform to the 
dimensions prescribed in Section 4( J) . 

Test Specimens 

4. (a) Core Specimens . — ^A core speci- 
men for the determination of pavement 
thickness shall have a diameter of at 
least 4 in. A core specimen for the de- 
termination of compressive strength 
shall have a diameter at least three times 
the maximum nominal size of the coarse 
aggregate used in the concrete, and in no 
case shall the diameter of the specimen 
be less than twice the maximum nominal 
size of the coarse aggregate. The length 
of the specimen, when capped, shall be 
as nearly as practicable twice its 
diameter. 
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(b) Beam Specimens. — A beam speci- 
men for the determination of flexural 
strength, in general, shall have a cross- 
section of 6 by 6 in. (Note). The speci- 
men shall be at least 21 in. in length, 
but when two tests for flexural strength 
are desired for one beam specimen it 
shall be at least 33 in. in length. 

Note.— I n many cases, particularly with 
prisms cut from pavement slabs, the width will 
be governed by the size of the coarse aggregate 
and the depth by the thickness of the slab. 

Procedure 

5. (a) Core Drilling. — core speci- 
men taken perpendicular to a hori- 
zontal surface shall be located, when pos- 
sible, so that its axis is perpendicular 
to the bed of the concrete as originally 
placed. A specimen taken perpendicu- 
lar to a vertical surface, or perpendicular 
to a surface with a batter, shall be taken 
from near the middle of a unit of deposit. 

Q}) Slab Removal — ^A sufficiently large 
slab shall be removed so that the desired 
test specimens may be secured without 
the inclusion of any concrete which has 
been cracked, spalled, undercut, or other- 
wise damaged. 

(c) Beam Sawing.— The sawing opera- 
tion shall be so performed that the con- 
crete will not be weakened by shock or 
by heating. The sawed surfaces shall be 
smooth, plane, parallel, and free from 
steps, ridges and grooves. Care shall be 
taken in handling sawed beam specimens 
to avoid chipping or cracking. 

Length of Drilled Core Specimens 

6. The lengths of core specimens for 
determining the thickness of the pave- 
ment shall be measured as prescribed in 
the Standard Method of Measuring 
Length of Drilled Concrete Cores 
(A.S.T.M. Designation: C 174).® ' 


8 Appears in this publication, see Contents in Numeric 
Sequence ol A.S.T.M. Designations at front of book. 


Compressive Strength 

7. (a) End Preparalion.— Cote speci- 
mens to be tested in compression shall 
have ends that are essentially smooth, 
perpendicular to the axis, and of the 
same diameter as the body of. the speci- 
men. The ends of spedm,ens which 
have projections of | in. or' more above 
the normal plane,' or which depart from 
perpendicularity to the axis by more 
than 5 deg., or whose diameter departs 
from the mean by more than | in. shall 
be sawed or tooled until they conform 
to these tolerances. 

(b) Moisture Conditioning . — Test spec- 
imens shall be completely submerged in 
water at room temperature for 40 to 48 
hr. immediately prior to the compression 
test. Specimens shall be tested 
promptly after removal from waiter 
storage. During the period between 
removal from the winter storage and test- 
ing, the specimens shall be kept moist by 
covering with a wet burlap or blanket. 
They shall be tested in a moist condition, 

{c) Capping . — Before making the com- 
pression test, the ends of the .specimen 
shall be capped or ground. The capped 
or ground surface shall be at right angles 
to the axis of the specimen and shall not 
depart from a plane by more than 0,00! 
in. Caps shall be made as thin as prac- 
ticable and shall not flow or fracture 
when the specimen is tested. 

Note. — Neat portland or alumina cement and 
suitable mixtures of sulfur with granular ma- 
terials are recognized as suitable for capping 
hardened concrete specimens. Sulfur caps 
should be allowed to harden for at least 1 hr, 
before applying load; cement caps for a sufficient 
period to comply with the requirements pre- 
scribed in Paragraph (c). 

■ {d) Measurement.—Txmi: to testing, 
the length of the capped specimen shall 
be measured to the nearest 0.1 in. and its 
average diameter determined to the near- 
est^O.l'in. from two measurements taken, 
at right angles. , near the .center ' of the 
length. 
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(e) Testing,~Specmims shall be 
tested as prescribed in Section 4 of the 
■Standard Method, of Test for Compres- 
sive Strength of Molded Concrete Cylin- 
ders (A.S»T.M, Designation: C39).2 

(f) Calculation and Report. — ^The di- 

rection of the application of the load with 
reference . to direction of compaction of 
the concrete in the structure shall be 
reported. The compressive strength of 
each specimen shall be calculated in 

pounds per square inch based on the 
average diameter of the specimen. If 
the ratio of length to diameter of a speci- 
men is appreciably less than two, allow- 
ance for the ratio of length to diameter 
shall be made by multiplying the com- 
pressive strength by the applicable cor- 
rection factor given in the following 
table. Values not given in the table 
shall be determined by interpolation; 

Ratio of Length of Strength Correction 
Cylinder to Diameter Factor 

(0 

1.75 0.98 

1.50 0,96 

1.25 0.94 

1.10 0.90 

1,00 0.85 

0.75 0.70 

0.50 0,50 


Flexural Strength 

8. {a) Moisture Conditioning. — ^Test 
specimens shall be completely submerged 
in water at room temperature for 40 to 
48 hr. immediately prior to the flexure 
test. Specimens shall be tested 
promptly after removal from water 
storage. During the period between 
removal from the water storage and 
testing, the specimens shall be kept moist 
by covering with a wet burlap or blanket. 
They shall be tested in a moist condi- 
tion. 

{b) Testing. — Specimens shall be 
tested as prescribed in the Standard 
Method of Test for Flexural Strength of 
Concrete (Using Simple Beam with 
Third-Point Loading) (A.S.T.M. Desig- 
nation: C 78).® 

Note. — ^Tlie compressive strengths of por- 
tions of beams broken, in flexure may be deter- 
mined by testing such portions as modified cubes 
using the procedure prescribed in the Standard 
Method of Test for Compressive Strength of 
Concrete Using Portions of Beams Broken in 
Flexure (Modified Cube Method) (A.S.T.M. 
Designation: C116).® 



Sta?tdard Method of Test for 

CEMENT CONTENT OF HARDENED PORTLAND-CEMENT 

CONCRETE! 



A.S.T.M, Designation: C 85 -- 42 
Adopted, 1936; Revised, 1942.® 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation C85; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test for determining 
the cement content of conc^rete is appli- 
cable to hardened portland-cement con- 
cretes except those containing certain 
aggregates or admixtures which liberate 
soluble silica under the conditions of 
the test, such as slag, diatomites, and 
sodium silicate. 

Reagents 

2. {a) Hydrochloric Acid {approxi- 
mately 33 N).—MdL 200 ml. of HCl 
(sp. gr. 1.19) to 600 ml. of distilled water. 

(5) Sodium Hydroxide {approximately 
1 N ). — Dissolve 20 g. of NaOH in 200 
ml. of water and dilute to a volume of 
500 ml. 

(c) Hydrofluoric Acid {40 per cent). 

{d) Sulfuric Acid {sp. gr. 184). 


^ * Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1931 to 1936. 


Preparation of Sample 

3. Every precaution shall be taken to 
have the sample of concrete used for 
analysis truly representative of the ma- 
terial under consideration. Several por- 
tions weighing at least 10 lb. each shall 
be taken to avoid all but slight inequali- 
ties of the concrete mix. These portions 
shall then be broken up, crushed in a 
suitable machine to about I in. in size, 
and reduced to a fineness of approx- 
imately 150 to 200-mesh in a ball mill, 
disk pulverizer, or other device. Care 
shall be taken that the finer fractions of 
the broken sample, which are richer in 
cement, are not discarded or lost. After 
thorough mixing and quartering, a por- 
tion approximating 100 g. shall be taken 
and carefully freed, by means of a strong 
magnet, from particles of metallic iron 
abraded from the pulverizer or ball mill 
The clean sample then shall be dried 
at lOS C. for at least 2 hr. 

Procedure 

4. (a) Weigh into each of three 250- 
ml beakers, not less than a 2-g. portion 
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of the prepared sample. Moisten with 
a stream of hot water, while stirring to 
prevent adhesion to the beaker or the for- 
mation of lumps in the mass. Slowly add 
100 ml of 3.3 N HCl and stir thor- 
oughly. The lumps which tend to form 
should be reduced with the glass rod. 
After the evolution of CO 2 has ceased 
and the reaction is apparently complete, 
heat gently for a few minutes and allow 
the contents of the beaker to settle. 
Decant through an ignited and weighed 
Gooch crucible which contains a mat of 
short asbestos shreds, practically in- 
soluble in HCl, thick enough to be 
opaque to light. Once the filtration has 
begun, care shall be taken so that the 
mat and accumulated residue do not 
dry out completely until the filtration 
process is complete. Regulate the suc- 
tion so as to maintain a rapid rate of 
dropping during the greater part of the 
filtration. Retain as much of the resi- 
due in the beaker as possible. Wash by 
decantation twice with hot water. Add 
75 ml of 1 iV NaOH to the residue while 
stirring and heat to about 75 C. Decant 
as before and wash twice with hot water. 
Transfer the residue to the crucible and 
w^ash with at least 60 ml of hot water. 

{h) The filtrate now contains the silica 
in the form of silicic acid either in true 
solution or in suspension in the hydro- 
chloric acid medium. If the aggregates 
of the original sample are largely cal- 
careous or dolomitic, add 10 ml. of HCl 
(^sp. gr. 1.19) to the solution. Transfer 
to a suitable beaker, with several rins- 
ings of the filter flask. Evaporate to 
dryness with great care to minimize 
spattering, bake at not over 120 C. for 
1 hr., moisten with HCl, (sp. gr. 1.19), 
evaporate and bake again, and take up 
for filtration in 75 ml. of 2 to 3 N HCl 


heated to boiling. Filter through an 
ashless filter-paper, and wash the residue 
with SO ml. of hot 1 N FlCi and then 
with hot water until the washings are 
free from chlorides. Repeat the evapo- 
ration and filtering processes to recover 
the small amounts of silica dissolved and 
add these to the first residue. Deter- 
mine the silica present in the sample by 
treatment with HF and H2SO4 in 
accordance with the procedure given in 
Section 8 of the Standard Methods of 
Chemical Analysis of Portland Cement 
(A.S.T.M. Designation: C 114) of the 
American Society for Testing Materials.® 

Correction Factor 

5. When the aggregates are available 
that were used in the concrete being 
analyzed, a blank test shall be run on 
these aggregates to determine their 
content of silica, soluble under the 
conditions of the test (Section. 4). This 
content of soluble silica shall then be 
used as a correction factor and be sub- 
tracted from the total soluble silica 
found in the concrete, the difference 
being due to the cement contained in the 
specimen. 

Calculation 

6. The percentage of cement in the 
sample shall be calculated by dividing 
the percentage of silica found by the 
factor 0.2175,^ provided it is not knowm 
that the silica content of the cement 
differs from this value. When possible, 
the known value shdXi be taken as the 
factor. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

* For the correctness of this factor as an average silica 
content of American cements, see Report of Subcommittee 
I on Definitions and Chemical Limitations, of Committee 
C-l on Cement, Proceedinss^ Am. Soc. Testing Mats., Vol. 
28, Part I, pp. 238 to 243 (1928). 



Standard Method of 

MEASURING LENGTH OF DRILLED CONCRETE CORES' 



A«S.T.M. Desigaation: C 174 44 

Adopted, 1944. * 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 174*, the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the procedure 
for determining the length of a core 
drilled from a concrete structure, partic- 
ularly from a concrete pavement. 

Apparatus 

2. {a) The apparatus shall be a cal- 
ipering device that will measure the 
length of axial elements of the core. 
While the details of the ‘ mechanical 
design are not prescribed, the apparatus 
shall conform to the requirements of 
Paragraphs (6) to (/).* 

(6) The apparatus shall be so de- 
signed that the specimen will be held 
with its axis in a vertical position by 
three symmetrically placed supports 
bearing against the lower end. These 
supports shall be short posts or studs of 
hardened steel, and the ends that bear 
against the surface of the specimen shall 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A ST.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

2 Prior to adoption a,s standard, this method was pub- 
lished as tentative from 1942 to 1944. 

a For further information relating to the development 
of this method and apparatus, reference should be made 
to the “Project Report on a Study of Methods of Meas- 
urement of the Length of Cores Drilled from Concrete 
Strm-tures/’ prepared by L W. Teller for Subcommittee 
VLI on Methods and Apparatus for Testing Concrete, of 
Committee C-9, see Proceedings^ Am. Soc. Testing Mats., 
Vol. 42 (1942) . 


be rounded to a radius of not less than 
I in. and not more than | in. 

(c) The apparatus shall provide for 
the accommodation of specimens of 
different nominal lengths over a range of 
at least 4 to 10 in. 

(d) The calipering apparatus shall be 
so designed that it will be possible to 
make a length measurement at the center 
of the upper end of the specimen and at 
eight additional points spaced at equal 
intervals along the circumference of a 
circle whose center point coincides with 
that of the end area of the specimen and 
whose radius shall not exceed the radius 
of the specimen less in. 

(e) The measuring rod or other device 
that makes contact with the end surface 
of the specimen for measurement shall 
be rounded to a radius of | in. The 
scale on which the length readings are 
made shall be marked with clear, definitCj 
accurately spaced graduations. The 
spacing of the graduations shall be 0.10 
in. or a decimal part thereof. ■ 

(f) The apparatus shall be stable and 
sufficiently rigid to maintain its shape 
and alignment without a distortion or 
deflection of more than 0.01 in. during 
all normal measuring operations. ^ 
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■Test Specimens ' 

■3. Cores used as specimens for length 
measurement shall be in every way rep- 
resentative of the concrete in the struc- 
ture from which they are removed. 
The specimen shall be drilled with the 
axis normal to the surface of the struc- 
ture, and the ends shall be free from all 
conditions not typical of the surfaces of 
the structure. Cores that show ab- 
normal defects or that have been dam- 
aged appreciably in the drilling operation 
shall not be used. 

Procedure 

4. (fl) Before any measurements of 
the core length are made, the apparatus 
shall be calibrated with suitable gages 
so that errors caused by. mechanical im- 
perfections in. the, apparatus are known. 
When these errors exceed 0.01 in., suit- 
able, corrections shall be applied to the 
core length , measurements. 

(b) The specimen shall be placed in 
the measuring , apparatus with the 
smooth end of the core, that is, the end 
that represents the upper surface of a 
pavement slab or a formed surface in the 
case of other structures, placed down so 
as to bear against the three hardened- 


steel supports. The specimen shah be 
so placed on the supports that the central 
measuring position of the measuring 
apparatus is directly over the mid-point 
of the upper end of the specimen. 

■ (c) Nine measurements of the length 
shall be made on each specimen, one at 
the central position and one each at 
■eighfadditional positions spaced at equal 
intervals 'along the circumference of the 
circle of measurement described in Sec- 
tion 2 (d) . Each of these nine measure- 
ments shall be read directly to tenths of, 
inches and to hundredths of inches either 
directly or by estimation. 

■ Note — I f, in the , course, of, the measuring; 
operation, it is discovered that at one or more 
of the measuring points the surface of the speci- 
men is not representative of the general plane 
of the core end because of a small projection 
or depression, the specimen shall be rotated 
slightly about its axis and a complete set of nine 
measurements made with the specimen in the 
new position. 

Report 

5, The individual , , observations , shall 
be recorded to the nearest 0.01 in., and 
the average of the nine measurements 
expressed to the nearest 0.05 in.' shall be 
reported as the length of the con- 
crete core. 



Standard Method of 


SAMPLING FRESH CONCRETE' 



A.S.T.M. Designation: C 172 -44 
Adopted, 1944.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation C 172; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the procedure 
for obtaining samples of fresh concrete 
from mixers, hoppers, or transportation 
units. 

Size of Sample 

2. The sample shall be representative 
of the batch. Where feasible, it shall 
consist of portions from different points 
in the batch. The composite sample 
shall consist of not less than 1 cu. ft. 
when the sample is to be used for ac- 
ceptance tests. Smaller samples may be 
permitted for routine slump tests. 

Procedure for Sampling 

3. (a) From Mixers Used in Con- 
stf action f Other than Paving or Truck 
Mixers, — The sample shall be obtained 
by passing a receptacle or receptacles 
through the discharge stream of the 
mixer at about the middle of the batch. 
Care shall be taken not to restrict the 
flow from the mixer in such a manner 
as to cause the concrete to segregate. 

{b) ' From Paving Mixers. — ^The con- 

; 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on. Concrete and Concrete Aggregates. 

sPrioy to adoption as standard, this method was 
published as tentative from 1942 to 1944. 


tents of the paving mixer shall be 
discharged upon the siibgrade and the 
sample shall be collected from a suffi- 
cient number of points in the batch to 
be representative. 

{c) From Revolving Drum Truck 
Mixers or Agitators, — The sample shall 
be taken in three or more regular in- 
crements throughout the discharge of 
the entire batch. To permit sampling, 
the rate of discharge of the batch shall 
be regulated by the rate of revolution 
of the drum and not by the size of the 
gate opening. 

(J) From Open -Top Truck Mixers 
and Agitators, — The sample shall be 
taken directly from the mixer and shall 
consist of portions from not less than 
three points in the batch. 

(e) From Receiving Hoppers, Buck- 
ets, etc. — Samples shall be taken by 
whichever of the procedures described 
in Paragraphs {a), (&), or {c) is most 
applicable under the conditions. 

Mixing Composite Sample 

4. The composite sample shall be 
mixed with a shovel sufficiently to 
insure homogeneity and immediately 
molded, into test . specimens. 
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Standard Method of 

SLUMP TEST FOR CONSISTENCY OF PORTLAND-CEMENT 

CONCRETE! 



A.S.T.M. Designation: C 143-^39 
Adopted, 1939.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 143; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the pro* 
cedure to be used both in the laboratory 
and in the field for determining con- 
sistency of concrete.® 

Apparatus 

2. The test specimen shall be formed 
in a mold of No. 16 gage galvanized 
metal in the form of the lateral surface 
of the frustrum of a cone with the base 
8 in. in diameter, the top 4 in. in diam- 
eter, and the altitude 12 in. The base 
and the top shall be open and parallel 
to each other and at right angles to the 
axis of the cone. The mold shall be 
provided with foot pieces and handles 
as shown in Fig. 1. 


^ ^ Under tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

2 Prior to adoption as standard, this method was 
published as tentative from 1922 to 1939, being revised in 
1925, 1926, 1932, and 1939. This method was formerly 
published under the jurisdiction of A.S.T.M. Committee 
I)-4 on Road and Paving Materials and was designated 
B 138; but it was transferred la 1939 to Committee C-9 and 
redesignated C 143. 

* This test is not considered applicable when there is a 
considerable' amount of coarse aggregate over 2 in. in size 
in the concrete. .The committee is now working on a 
method suitable for determining the consistency of con- 
crete using aggregate over 2 in. in, size. 


Sample 

3. Samples of concrete for test speci- 
mens shall be taken at the mixer or, in 
the case of ready-mixed concrete, from 
the transportation vehicle during dis- 
charge. The sample of concrete from 
which test specimens are made shall be 
representative of the entire batch. Such 
samples shall be obtained by repeatedly 
passing a scoop or pail through the dis- 
charging stream of concrete, starting the 
sampling operation at the beginning of 
discharge and repeating the operation 
until the entire ' batch is discharged. 
The sample thus obtained shall be trans- 
ported to the place of molding of the 
specimen, and to counteract segregation 
the concrete shall be mixed with a shovel 
until it is uniform in appearance. The 
location in the work of the batch of con- 
crete thus sampled shall be noted for 
future reference. In the case of paving 
concrete, samples may be taken from 
the batch immediately after depositing 
on the subgrade. At least five samples 
shall be taken from different portions 
of the pile and these samples shall be 
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Slump Test for Consistency of Concrete (C 143 - 39 ) 


thorouglaly mixed to form the test 
specimen, 

Procedtire ^ 

4. The mold shall be dampened and 
placed; on a flat, moist, nonabsorbent 
surface. From the sample of concrete 
^obtained as described in Section 3, the 
mold' shall immediately be 'filled in three 
layers, each approximately one- third 
the volume of the mold. In placing each 
scoopful of concrete the scoop shall be 
moved around the top edge of the mold 
as the concrete slides from it, in order to 
insure symmetrical distribution of con* 
Crete within the mold. Each layer shall 
be rodded with 25 strokes of a f-in. round 
rod, approximately 24 in. in length and 
tapered for a distance of 1 in. to a 
spherically shaped end having a radius 
of approximately J in. The strokes shall 
be distributed in a uniform manner over 
the cross-section of the mold and shall 
penetrate into the underlying layer. The 
bottom layer shall be rodded throughout 
its depth. After the top layer has been 
rodded, the surface of the concrete shall 
be struck off with a trowel so that the 
mold is exactly filled. The mold shall 
be immediately removed from the con- 
crete by raising it carefully in a vertical 
direction. The slump shall then be 
measured immediately by determining 
the difference between the height of the 
mold and the height at the vertical axis 
of the specimen. 

Slump. 

5. The consistency shall be recorded 

^ Editorally revised in February, 1946. 


in terms of inches of subsidence of the 
specimen during the test, which shall be 
known as the slump: 

Stamp « 12 — Inches of height after subsidence 

Note. — After the stamp measurement is 
completed, the side of the concrete frustrum 



Fig. 1. — Mold for Stamp Test. 


should be tapped gently with the tamping rod. 
The behavior of the concrete under this treat- 
ment is a valuable indication of the cohesiveness, 
workability, and placeability of the mix. A 
well proportioned workable mix will gradually 
slump to lower elevations and retain its orig- 
inal identity, while a poor mix will crumble, 
segregate, and fall apart. 




Standard Method of Test for 
VOLUME CHANGE OF CEMENT MORTAR AND CONCRETE^ 



A.S.T.M, Designation: C 157 - 43 
Adopted, 1943.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 157; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope pressed in this method is reported as an 

1, {a) This method of test is intended increase or decrease in a linear dimension 
to provide a standardized procedure for specimen, 

determining the volume changes of . . 

cement mortar and concrete when a 

fairly simple, routine test is desired. 2. (a) Molds for Mortar and Concrete 
It is not offered as a preferred research Specimens,— MolAs for casting the pris- 

method or with the idea of limiting matic test specimens shall be made of 

research on volume changes to a single m^^tal and so designed that the specimen 

restricted procedure. While this method will be cast with its longitudinal axis in a 

is intended primarily for mixtures made horizontal position. The molds shall be 

with Portland cement, it may also be fitted with metal end plates that provide 

used for testing those made with other means for holding a stainless steel gage 

types of cement. point (Note 1) in exact position at the 

(6) The term “volume change” is center of each end of the specimen during 

intended to apply to changes in dimen- the placing and hardening of the cement 

sion of the test specimen due to causes mortar or concrete. Details of a suitable 

other than stress. The method is de- mold (designed for mortar specimens) 

signed to measure volume changes due are shown in Fig. 1. 

to chemical change, moisture change or note 1. -The device for holding the contact 

Similar causes, and it is intended that points shall be arranged so that it can be partially 

volume changes resulting from variations released after the mixture has been compacted 

in temperature will be kept negligible, into place in order to avoid restraint of the 

Volume change as measured and ex- contact points during initial shrinkage of the 

^ specimen. 

* Under the standardization procedure of the Society, 

this method is under the jurisdiction of the A.S,T.M. /t\ 

Committee C-9 on Concrete and Concrete Aggregates. \0) Measuring Apparatus, ihC ap- 

* Prior to adoption as standard, this method was pub- t\Qrcifnc rn vnliim a 

fished as tentative from 1940 to 1943 , being revised in 1943 . paratUS lOr measuring VOlumC Change 
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shall be of such design as to provide the 
following (Note 2) : 

(1) A positive means of contact with 
the specimen that will insure repro- 
ducible, measurements of length, 

(2) , A high grade dial micrometer or 
other' measuring device graduated to 
read in 0.0001-in, units, and accurate 
within 0.0001 in. in any O.OOlO-in. range 
and 0.0002 in. in any G.piOO-in. range 
(Noted), 

(3) Sufficient range in the measuring 
device to allow for small variations in 
gage length of various specimens, 


Note 3.— It is recommended that the mi- 
crometer or other measuring device be cali- 
brated throughout its range to determine both 
the periodic and cumulative errors, so that 
proper corrections are applied to the observed 
data. 

Test Specimens 

3. (a) Mortar Specimens.— Hit test 
specimen for cement mortar shall be a 
prism 2 in. square and 11 in. in length. 

(b) Concrete Specimens,— Hit test 
specimen for concrete shall be a prism 
3 in. square and 11 in. in length. 

(c) Contact or Gage Points , — Each test 



Fig. 1, — Mold for Horizontal Casting of Prismatic Cement Mortar Specimens. 


(4) Means for checking the measur- 
ing device against a standard of reference 
at regular intervals, and 

(5) Convenient and rapid measure- 
ment of specimens. 

- Note 2.^ of apparatus that has 

satisfactorily met in service the requirements 
prescribed is shown in Fig. 2. In this apparatus 
the contact surfaces are provided by spherical 
ground ends on the contact points in the speci- 
men and conical recesses in the terminals of the 
instrument. 


specimen shall have emhedded at each 
end of the longitudinal axis, a stainless 
steel contact or gage point so designed 
as to provide an effective gage length of 

10 eh 0.01 in. 

Molding Specimens , 

4. (a) Prior to molding specimens, 
the inside surfaces of the molds shall be 
coated with a thin film of a mineral oil, 
petroleum jelly, .or . stearic acid paste. 
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Joints ill molds may be sealed with hot 
parafiSn or a mixture of paraflSoi and 
rosin. 

(6) All materials shall be proportioned 
by weight. The mixing and molding 
procedure shall follow, as nearly as pos- 
sible, those prescribed in the Standard 
Method of Test for Flexural Strength of 
Concrete (Using Simple Beam with 
Third-Point Loading) (A.S.T.M. Desig- 
nation: C 78).^ 

Storage of Specimens 

5. (a) Immediately after molding, the 


program, wHcli are to be used for comparison, 
shall be subjected to identical conditions of 

storage. 

(6) The storage room shall be main- 
tained at a temperature of 70 db 2 F, 
and a relative humidity of 50 d= 5 
per cent. 

Procedure 

6. The measuring apparatus shall be 
kept in the room in which the specimens 
are stored, and all measurements shall 
be made in the storage room, in order to 
avoid changes in temperature and hu- 



Fig. 2.— Type of Suitable Apparatus for Measurement of Volume Changes. 


test specimens in the molds shall be 
covered with wet burlap or placed in the 
moist room. After 20 to 24 hr. (Note) 
the specimens shall be removed from the 
molds and placed in' the storage room. 

Note."— I n the case of certain slow-hardening 
cements, it may be necessary to allow specimens 
to remain, in the mold for more than 24 hr. in 
order to avoid damage during removal from the 
molds. When making tests in which such ce- 
ments are included, the storage schedule may be 
modified but .any specimens involved .in the test 


8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations, at front of book. 


midity conditions surrounding the test 
specimens during length measurements. 

Report 

7. The report shall include the fol- 
lowing: 

(1) Kind and proportions of materials 

used, 

( 2 ) Method of mixing 'the. cement 
mortar or concrete, 

(J) Method of molding specimens, 
{ 4 ) Length of the period of prelimi- 
nary moist curing and other storage 
conditions, 
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(5) Temperature and relative hu- (7) Volume change data, recorded 
midity of the storage room^ as expansion or contraction in : inches 

Length of the period of observa- per inch of the gage length of tlie test 
tion, and . specimen 




Standard Method of Test for 

WEIGHT PER CUBIC FOOT, YIELD, AND AIR CONTENT 
(GRAVIMETRIC) OF CONCRETE! 



A.SXM. Designation: C 138 -44 
Adopted, 1939; Revised, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 138; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 , This method of test covers the pro- 
cedure for determining the weight per 
cubic foot of freshly mixed concrete and 
gives formulas for calculating: the volume 
of concrete produced from a mixture of 
known quantites of the component m.ate- 
rials; the yield, that is, the volume of 
concrete per unit volume of cement; the 
actual cement factor; and the air content 
of the concrete. 

Note. — This method of calculating air con- 
tent is of value, particularly, for concrete made 
.with ,ai.r~entraining cement. 

Apparatus 

2. The apparatus shall consist of the 
foliowing: 

{a) Balance— K balance or scale sen- 
sitive to 0.1 lb. 


1 Under the standardisation procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee C'9 .on Concrete and Concrete Aggregates. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1938 to 1939. 


(6) Tamping Rod ,^ — straight f-in. 

round metal rod, approximately 24 in. in 

length and tapered for a distance of 1 in. 

to a spherically shaped end having a 

radius of approximately f in. 

(c) Measure , — A cylindrical metal 

measure, preferably provided with 

TABLE I.-DIMENSIONAL REQUIREMENTS FOR 
CYLINDRICAL MEASURES. 


Capac- 
ity, 
cu. ft. 

feside Diameter, 
in. 

Inside Height, 
in. 

Thickness of 
Metal, U. S. Gage 

Maximum 
Nominal 
Size of 
Coarse 
Aggregate 

Vz 

10.00 

11.00 

No. 10 to No. 12 

Up to 2 in., 
incl. ' * 

1 

14.00 

11.23 

No. 10 to No. 12 

Over 2 in. 


handles. The measure shall be water- 
tight, preferably machined to accurate 
dimensions on the inside. It shall be 
reinforced around the top with a No. 10 
to No. 12 U. S. gage steel band 1|- in. in 
width. Depending upon the maximum 
nominal size of the coarse aggregate in 
the concrete, the measures required shall 

» Editorially revised in Febraary, 1946. 
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have capacities of | or 1 cu. ft. and shall 
conform to the requirements prescribed 
in Table I. 

Calibration of Measure 

3. The measure shall be calibrated by 
accurately determining the weight of 
water at 62 F. (16.7 C.) required to fill 
it (Note). The factor for any measure 
shall be obtained by dividing the unit 
weight of water at 62 F. (16.7 C.), 
namely, 62.4 lb. per cu. ft., by the 
weight (in pounds) of water at 62 F. 
(16.7 C.) required to fill the measure. 

Note. — A ccurate filling of the measure may 
be secured by the use of a glass cover plate. 

Sample 

4. The sample of freshly-mixed con- 
crete shall be obtained in accordance 
with the Standard Method of Sampling 
Fresh Concrete (A.S.T.M. Designation: 
C 172).^ 

Procedure 

5. (a) Sequence of Operations . — The 
measure shall be filled to one third of its 
capacity and the mass of concrete rodded 
with the number of strokes prescribed 
in Paragraph (6), evenly distributed over 
the cross-section. The measure shall 
then be tapped, and filled to two thirds 
of its capacity, the mass of concrete 
again rodded, the measure tapped as 
before, and finally filled to overflowing, 
rodded and tapped as before. ♦ 

(J) Rodding.---lTi rodding the first 
layer, the rod shall not strike forcibly the 
bottom of the measure. In rodding the 
second and final layers, only enough force 
shall be used to cause the rod to pene- 
trate the surface of the previous layer. 
When the l-cu. ft. measure is used, each 
layer shall be rodded with 25 strokes, 
and when the l-cu, ft. measure is used 
each layer shall be rodded with 50 
strokes.' .. ■ . 

^ Appears in this pubUcation, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


{c) Tapping,— Th& exterior surface 
of the measure shall be tapped smartly 
10 to 15 times or until no large bubbles 
of air appear on the surface of the rodded 

layer. 

{d) S trike-off j Cleaning, and W eighing. 
— After consolidation of the concrete, the 
top surface shall be struck, off and 
finished smoothly with a flat cover plate 
using great care to leave the measure 
just level full. All excess concrete shall 
then be cleaned from the exterior and the 
filled measure weighed to the nearest 
0.1 lb. 

Calculations 

6. (a) Weight per Cubic Foot— The net 
weight of the concrete shall be calculated 
by subtracting the weight of the meas- 
ure from the gross weight. The weight 
per cubic foot shall be calculated by 
multiplying the net weight by the factor 
for the measure used, determined as de- 
scribed in Section 3. 

(b) Volume of Concrete.— The volume 

of concrete produced per batch shall be 
calculated as follows: 

^ {N X 94) + Wf + We + Wn> 
o — — — 

w 

where: 

5 = volume of concrete produced per 
batch, in cubic feet, 

N ™ number of bags of cement in the 
batch, 

94 — net weight of a bag of cement, in 
pounds, 

Wf == total weight of fine aggregate 
in batch in condition used, in 
pounds, 

Wc = total weight of coarse aggregate 
in batch in condition used, in 
pounds, 

Ww = total weight of mixing water 
added to batch, in pounds, and 
lY = weight of concrete, in pounds per 
cubic foot. 
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(c) Yield . — The yield shall be calcu- 
lated as follows: 



where: 

Y = yield of concrete produced per 94 
pound bag of cement, in cubic 
' feet, 

S = volume of concrete produced per 
batch, in cubic feet, and 
N == number of bags of cement in the 
batch. 

(d) Cement Factor . — The “actuah’ ce- 
ment factor shall be calculated as follows: 



or 



iVi = number of bags of cement per 
cubic yard of concrete pro- 
duced (actual cement factor) 
7 = yield of concrete produced per 94 
pound bag of cement, in cubic 
feet, 

N = number of bags of cement in the 
batch, and 

S = volume of concrete produced per 
batch, in cubic feet. 

(c) Air Conient.~~--'T\iQ air content 
shall be calculated as follows: 


A 



X 100 


or by the formula 

5^-7 

A - — — X 100 
o 


where: 

A = air content (percentage of voids) 
in the' concrete, 

T ~ theoretical weight of the concrete, 
in pounds per cubic foot, com- 
puted on an air-free basis (Note), 
W == weight of concrete, in pounds per 
cubic foot, 

S ~ volume of concrete produced per 
batch, in cubic feet, and 
V == total absolute volume of the com- 
ponent ingredients in the batch, 
in cubic feet. 

Note. — ^The theoretical weight per cubic 
foot is, customarily, a laboratory determination, 
the value for which is assumed to remain con- 
stant for all batdies made, using identical 
component ingredients and proportions. It is 
calculated from the formula; 



where: 

T = theoretical weight of the concrete, in 
pounds per cubic foot, computed on 
an air-free basis, 

IFi - total weight of the component ingredi- 
ents in the batch, in pounds, and 
V = total absolute volume of the component 
ingredients in the batch, in cubic feet. 

The absolute volume of each ingredient is 
equal to the quotient of the weight of that in- 
gredient divided by the product of its specific 
gravity times 62.4, For the aggregate, com- 
ponents, the bulk specific gravity and weight 
should be based on the saturated, surface-dry 
condition. For the cement, a value of 3.15 
may be used unless the actual specific gravity 
is determined by the Standard Method of Test 
for Specific Gravity of Hydraulic Cement 
(A.S.T.M. Designation: C 188).'^ 



Standard Specifications for 
SODIUM SILICATE FOR CURING CONCRETE^ 



A.S.T,M. Designation; C 111 -36 
Adopted, 1936.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation C 1 1 1 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover sodium 
silicate suitable for application to the 
surface of concrete for the purpose of 
preventing moisture loss during curing. 

Properties and Tests 

2. (a) The sodium silicate shall have a 
density of not less than 42.25° Baume 
at 60 F. (15.5 C.). 

(J) The ratio of sodium oxide, Na20, 
to silica, SiOs, shall be 1 Na 20 to not less 
than 3.2 Si02. 

Packing and Marking 

3. The sodium silicate shall be de- 
livered on the job in containers of suit- 

^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-9 on Concrete and Concrete 
Aggregates. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1934 to 1936. Editorially 
revised and rearranged in 1939. 


able size and of a type which will not 
cause any deterioration of the product 
prior to its application to the concrete. 
The name of the manufacturer, the 
actual net weight, and the manufac- 
turer’s grade designation shall be plainly 
marked on each container. 

Inspection and Sampling 

4. Sodium silicate may be sampled for 
purpose of tests either at the plant prior 
to delivery or on the site of the work, at 
the option of the purchaser. At least 
one sample from each 500 ' gal. shall be 
taken to determine compliance with 
these specifications. 

Rejection 

5, The sodium silicate shall be re- 
jected if it fails to meet any of the 
requirements of these specifications. ; 
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Standard Specifications for 

CRUSHED STONE AND CRUSHED SLAG FOR BITUMINOUS 
MACADAM BASE AND SURFACE COURSES 
OF PAVEMENTS! 



A.S.T.M, Besignatioa: D 693 --44 
Adopted, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 693; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the qual- 
ity and grading of crushed stone and 
crushed slag suitable for use in. the con- 
struction of bituminous macadam base 
and surface courses of pavements. 

Basis of Purchase 

2. In adapting these specifications to 
any particular locality or project, the 
type or types of aggregate (crushed 
stone or crushed slag) to be supplied 
shall be specified. 

General Characteristics 

3. (u) Crushed Stone , — The crushed 
stone shall consist of clean, tough, 
durable fragments free of an excess of 
thin or elongated pieces, and reasonably 
free of soft or disintegrated pieces, stone 
coated with dirt, or other objectionable 
matter. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1942 to 1944, being re- 
vised in 1944. 

These specifications are in effect a revision and con- 
solidation of, and replace the former Tentative Specifica- 
tions for Crushed Stone for Bituminous Macadam Base 
and Surface Courses (D ‘192 -41 T) and for Crushed Slag 
for Bituminous Macadam Base and Surface Courses 
(D 487 ~ 42 T), which specifications were accordingly dis- 
continued in 1942. 


(i) Crushed Slag , — ^The crushed slag 
shall be air-cooled blast-furnace slag and 
shall consist of fragments reasonably 
uniform in density and quality and 
reasonably free of thin or elongated 
pieces, dirt, or other objectionable 
matter. 

Physical Properties 

4. (a) Wear , — ^The aggregates shall 
conform to the following requirements 
for resistance to wear: 

Aggregate Aggregate 
for Use in for Use in 
Base Courses Surface Courses 

Wear, Los Angeles abra- ^ 
sion machine, max., 
percent SO 40 

{b) Unit Weight of Slag,— Cmshed 
slag shall conform to the following 
requirements for unit weight, compacted: 

Crushed Slag Crashed Slag 
for Use in for Use in 
Base Courses Surface Courses 

Weight per cubic foot, 
compacted, min., lb.. . . 65 70 

Note.-— The requirements for physical prop- 
erties of aggregates incorporated in these speci- 
fications are recommended as the minimum 
requirements for quality. It is not expected, 
however, that these limits for quality will be 
applicable to ail localities and conditions. 
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Sizes 

5» The sizes of aggregates for the 
various uses shall conform to the 
following requirements (Note); 


Penetration course, 


Choke 


Seal coat. 


Size Number 
1 
2 
3 

5 

6 
67 

7 

78 

7 

78 

8 
9 


Note. — Sizes have been selected from the 
Tentative Specifications for Standard Sizes of 
Coarse Aggregate for Highway Construction 
(A.S.T.M. Designation: D448).® An appro- 
priate size should be selected for each use, de- 
pending on thickness of the base or surface 
course, quality of the aggregate, and on other 
local construction and service conditions. 

For the harder aggregates, any of the sizes 
specified for penetration course aggregate may 
be appropriate, depending upon characteristics 
of the construction. For softer aggregates 
which tend to break down under the roller, the 
larger sizes should be used. The line of demar- 
cation between harder and softer aggregates 
may be fixed conveniently by selection of limit- 
ing percentages of wear, Los Angeles machine, 
depending on characteristics of aggregates 
available in each locality. 

The size of choke aggregate best suited for 
the w’^ork depends upon the size of surface 
voides in the penetration course and on fluidity 
of the bitumiiious binder. The more fluid 
binders require a densely graded choke aggre- 
gate (sizes 67 or 78), while the open gradations 
of aggregate are more suitable for the more 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


viscous hot-application binders. The' following 
combinations of size numbers are suggested: 


Size of Penetration 

Size of Choke Aggregate 

Course Aggregate 

Viscous 

Binders 

Fluid 

Binders 

1 

S 

67 

67 or 78 

2 

5 or 6 

3 

6 or 7 

78 



The size of seal-coat aggregate depends upon 
the type of surface desired. 


Sieve Amaiysis 

. 6. The several sizes of aggregateSj 
when tested : by ineans of laboratory 
sieves having square openings, shall 
conform to the requirements shown in 
Table!. 

Methods of Sampling and Testing 
7. The aggregates shall be sampled 
and the properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of the American Society for Testing 
Materials: 

(a) Sampling , — Tentative Methods of 
Sampling Stone, Slag, Gravel, Sand, and 
Stone Block for Use as Highway Mate- 
rials (A.S.T.M. Designation: D 75).® 

(5) TUdur .—Standard Method of Test 
for Abrasion of Coarse Aggregate by Use 
of the Los Angeles Machine (A.S.T.M. 
Designation: C 131).® 

{c) Weight per Cubic Foot , — Standard 
Method of Test for Unit Weight of Ag- 
gregate (A.S.T.M. Designation: C 29).® 
(d) Sieve Analysis , — Standard Method 
of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M. Designa- 
tion: C 136).® 



Standard Specifications for 


CRUSHED STONE, CRUSHED SLAG, AND GRAVEL FOR 
WATER-BOUND MACADAM BASE AND SURFACE 
COURSES OF PAVEMENTS^ 


A.S.T.M. Designation; D 694 - 44 
Adopted, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 694; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the qual- 
ity and grading of crushed stone, crushed 
slag, and gravel suitable for use in the 
construction of water-bound macadam 
base and surface courses of pavements. 

Basis of Purchase 

2. In adapting these specifications to 
any particular locality or project, the 
type or types of aggregate (crushed 
stone, crushed slag, or gravel) to be 
supplied shall be specified. 

General Characteristics ' 

3. (a) Crushed Stone . — ^The crushed 
stone shall consist of clean, tough, 
durable fragments free of an excess of 
thin or elongated pieces, and reasonably 
free of soft or disintegrated pieces, 
dirt, or other objectionable matter. 

Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1942 to 1944. 

These specifications are in effect a revision and con- 
solidation of, and replace the former Tentative Specifica- 
tions for Crushed Slag for Water-Bound Base and Surface 
Courses fD 488 -38 T) and for Crushed Stone for Water- 
Bound Base and Surface Courses ( D 489 - 40 T), which speci- 
fications were accordingly discontinued in 1^2, 


(J) Crushed Slag . — ^The crushed slag 
shall be air-cooled blast-furnace slag and 
shall consist of fragments reasonably 
uniform in density and quality and 
reasonably free of thin or elongated 
pieces, dirt, or other objectionable 
matter. 

(c) Gravel . — ^The gravel shall consist 
of clean, tough, durable pieces free of an 
excess of thin or elongated pieces, and 
reasonably free of soft or disintegrated 
pieces, dirt, or other objectionable matter. 
The gravel shall be crushed and un- 
crushed, as specified in Section S{b). 
Crushed gravel shall consist of fragments 
having two or more fractured surfaces. 

id) Screenings . — ^The screenings shall 
have a suitable binding quality. 

Physical Properties 

4. {a) Wear . — ^The 'aggregates shall 
conform to the following requirements 
for resistance to wear: 

Aggregate Aggregate 
for Use in for use in 
Base Courses Surface Courses 

Wear, Los Angeles abra- 
sion , macbme, max., 
percent..... 60 40 
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(6) Unit Weight oj Slag , — Crushed 
slag shall conform to the following 
requirements for unit weight, compacted: 

Crushed Slag Crushed Slag: 

for Use in for Use in 
Base Courses Surface Courses 

Weight per cubic foot, 
compacted, min., lb. . . 65 70 

Note. — T he requirements for .physical 
properties of aggregates incorporated in these 
specifications are recommended as the mini- 
mum requirements for quality. It is not ex- 
pected, however, that these limits for quality 
will be applicable to all localities and 
conditions. 


■ (6) Crushed Pieces in Graveh — Gravel 
shall contain not less than 75 per cent 
by weight of crushed pieces. 

Sieve Analysis 

6, The several sizes of aggregates, 
when tested by means of laboratory 
sieves having square openings, shall 
conform to the requirements shown in. 
Table! 

Methods of Sampling and Testing 

7. The aggregates shall be sampled 
and the properties enumerated in these 
specifications shall be determined in 


TABLE I.-GRADING REQUIREMENTS. 


size 

Num- 

ber 

Nominal Size 
(Sieves with 
Square 
Openings) 

Amounts Finer than Each Laboratory Sieve (Square Openings), per cent by weight 

4 

in. 

3| in. 

3 

in. 

2| in. 

2 in. 

1| in. 

1 in. 

1 in. 

^ in. 

1 

in. 

No. 4 
(4760- 
micron) 

! No. too 
(149- 
micron) 

1 

2 

3 

10 

31 to in 

21 to in 

2tol in 

No. 4 to 0 

100 

90 to 100 

ioo 

25 to 60 
90 to 100 
100 

35 to 70 
90 to 100 

OtotS 
OtolS 
35 to 70 

0tol5 

OtoS 

OtoS 

0 to 5 

ioo 

85 to 100 

10 to 30 


Sizes 

5. {a) The sizes of aggregates for the 
various uses shall conform to the follow- 
ing requirements (Note); 

size Number 



Screenings ... 10 

Note.— An appropriate size should be 
selected for each use, depending on local con- 
struction and service conditions. Sizes have 
been selected from the Tentative Specifications 
for Standard Sizes of Coarse Aggrepte for 
Highway Construction (A.S.T.M. Designation: 
B 448) of the American Society for Testing 
Materials.® 


® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


accordance with the following methods 
of the American Society for Testing 
Materials: 

{a) Sampling . — Tentative Methods of 
Sampling Stone, Slag, Gravel, Sand, 
and Stone Block for Use as Highway 
Materials (A.S.T.M. Designation: D 75).® 
(&) Wear . — Standard Method of Test 
for Abrasion of Coarse Aggregate by 
Use of the Los Angeles Machine (A.S. 
T.M. Designation: C 131).® 

{c) Weight per Cubic FooA— Standard 
Method of Test for Unit Weight of 
Aggregate (A.S.T.M. Designation : C 29) .® 
(d) Sieve Analysis . — Standard Method 
of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M. Designa- 
tion: C 136).® 



Standard Specifications for 
GIRANITE BLOCK FOR PAVEMENTS^ 



A.S.T.M. Designation: D 59 - 39 

Adopted, 1922; Revised, 1926, 1939.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 59; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover granite 
block for pavements. 

Material 

2. The blocks shall be of granite of 
mediuiii'"Size grain, showing an even 
distribution of constituent minerals. 
They shall be of uniform quality and 
texture throughout, and free from seams 
or disintegrated materials. 

Physical Properties 

3. The average of three tests on 
sample blocks shall conform to the 
following requirements as to physical 
properties: 

fOR HEAVY TSAEEIC 


Percentage of wear not more than 3.6 

(or French coeificient of wear not less than 11) 

Toughness..; .not less than 9 

EOK MODEKATEIY HEAVY TRAFFIC 

Percentage of wear not more than 5.0 

(or French coefficient of wear. not less than 8) 

Toughness... not less than 7 


Methods of Testing 

4. The properties enumerated in Sec- 
tion 3 shall be determined in accordance 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1919 to 1922, being 
revised in 1922 . ; ; 
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with the following methods of the 
American Society for Testing Materials: 

(a) Percentage of Wear and French 
Coefficient of Wear , — Standard Method 
of Test for Abrasion of Rock by Use of 
the Deval Machine (A.S.T.M. Designa- 
tion: D 2),*'^ except that the sample 
shall be prepared by use of a press and 
the fragments shall be as uniform and as 
nearly cubical as practicable. 

{b) Standard Method of 

Test for Toughness of Rock (A.S.T.M. 
Designation: D 3).^ 

Dimensions 

5. The blocks shall conform, to the 
following requirements as to dimensions: 

Length on top, in 8 to 12 

Width on top, in .... 3|- to 4-| or 4| to 5 J 

Depth, in. 4|- to 5| 

Dressing 

6. {a) The blocks shall be so dressed 
that the faces will be approximately 
rectangular in shape, and the ends and 
sides sufSciently smooth to permit the 
blocks to be laid with joints not ex- 
ceeding I in. in width at the top, and for 

8 Appears in this publication, see Contents in Numeric 
Sequence' of A.S.T.M. Designations at front of book. . 
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1 in*: downward therefrom j and not 
exceeding 1 in* in width at any other 
part of the joint. 

(b) The wearing surface of the blocks 
shall show no depressions more than 
I in. in depth, and the edges and corners 
shall be uncliipped and unbroken. 

Inspection 

7* At least: six blocks shall be selected 
for physical tests by the engineer or his 
authorized representative, subsequent 
to delivery at the place of use, so as to 


fairly represent actual deliveries. No 
sample shall include blocks that would 
be rejected by a visual examination* 
The bedding plane shall be marked on 
at least two of the blocks selected. 

Rejection 

8. All deliveries shall be subjected to 
further inspection at the place of use, 
prior to and during laying. All blocks 
which fail to conform to the require- 
ments of Sections 2, 5, and 6 shall be 
rejected. 



Standard Specif, cations for 

RECUT GRANITE BLOCK FOR PAVEMENTS^ 



A,S.T.M. Designation: D 131 - 39 
Adopted, 1923; Revised, 1939.2 

This Standard of the American Society for Testing. Materials is issued under 
the fixed designation D 131; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover recut 
granite block for pavements. 

Material 

2. The blocks shall be of granite of 
medium-size grain, showing an even 
distribution of constituent minerals. 
They shall be of uniform quality and 
texture throughout, and free from seams 
or disintegrated materials. 

Physical Properties 

3. The average of three tests on 
sample blocks shall conform to the 
following requirements as to physical 
properties: 


Percentage of wear not more than 5 

(or French coefficient of wear — not less than 8) 

Toughness not less than 7 


Methods of Testing 

4. The properties enumerated in Sec- 
tion 3 shall be determined in accordance 

* Under the standardization procedure of the Society, 
these specifications arc under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

*Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1923, being 
revised in 1923. 


with the follovring methods of the 
American Society for Testing Materials: 

{a) Percentage of Wear and French 
Coefficient of Wear . — Standard Method 
of Test for Abrasion of Rock by Use of 
the Deval Machine (A.S.T.M, Designa- 
tion: D 2),^ except that the sample shall 
be prepared by use of a press and the 
fragments shall be as uniform and as 
nearly cubical as practicable. 

(b) Toughness.-— SirndsLid Method of 
Test for Toughness of Rock (A.S.T.M. 
Designation: D 3).® 

Dimensions 

5. The blocks shall conform to the 
following requirements as to dimensions: 


Length on top, in 6 to 1 2 

Width on top, in 3| to 4J 

Depth, in . 4| to 


® The depth may be varied by the engineer between 
4 and 5 in., depth of blocks to suit the old material, pro- 
vided' that the blocks used on one contract shall vary not 
more than | in. above or below, the depth specified. 

Dressing 

6. (a) The blocks shall be so dressed 
that the faces will be approximately 

® Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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rectangular in shape, and the ends and 
sides sufficiently smooth to permit the 
blocks to be laid with joints not ex- 
ceeding i in. in width at the top, and for 
1 in. downward therefrom, and not 
exceeding 1 in. in width at any other 
part of the joint. 

(d) The wearing surface of the blocks 
shall show no depressions more than 
I in. in depth, and the edges and corners 
shall be unchipped and unbroken. 

Inspection 

7. At least eight blocks shall be 
selected for physical tests by the engineer 
or his authorized representative, subse- 


quent to delivery at the place of use, so 
as to fairly represent actual deliveries. 
No sample shall include blocks that 
would be rejected by a visual examina- 
tion. The bedding plane shall be 
marked on at least two of the blocks 
selected. 

Rejection 

8. All deliveries shall be subjected to 
further inspection at the place of use, 
prior to and during laying. All blocks 
which fail to conform to the require- 
ments of Sections 2, 5, and 6 shall be 
rejected. 



Standard Specifications fior 
GRANITE BLOCK FOR DURAX PAVEMENTS* 



A.S.T.M. Designation: D 132 - 39 

Adopted, 1923; Revised, 1939.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 132; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover granite 
block for Durax pavements. 

Material 

2. The blocks shall be of granite of 
medium-size grain, showing art even 
distribution of constituent minerals. 
They shall be of uniform quality and 
texture throughout, and free from seams 
or disintegrated materials. 

Physical Properties 

3. The average of three tests on 
sample blocks shall conform to the 
following requirements as to physical 
properties: 


Percentage of wear not more than 5 

(or French coefficient of wear not less than 8) 

Toughness' not less than 7 


Methods of Testing 

4. The properties enumerated in Sec- 
tion 3 shall be determined in accordance 
with the following methods of the 
American Society for Testing Materials: 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee 0-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1923. 


((i) Percentage of Wear and French 
Coefficient of Wear . — Standard Method 
of Test for Abrasion of Rock by Use of 
the Deval Machine (A.S.T.M, Designa- 
tion: D 2) except that the sample shall 
be prepared by use of a press and the 
fragments shall be as uniform and as 
nearly cubical as practicable. 

(6) Toughness . — Standard Method of 
Test for Toughness of Rock (A.S.T.M* 
Designation: D 3).^ 

Dimensions 

5, The blocks shall be not less than 
3 in. nor more than 4 in. in length, 
width, or depth. 

Dressing 

6. {a) The blocks shall be so dressed 
that the faces will be approximately 
rectangular in shape, and, the ends and 
sides sufficiently smooth to permit the 
blocks to be laid with joints not ex- 
ceeding J in. in width at the top, and 
.for 1 in. downward therefrom, and not 
exceeding 1 in. in width at any other 
part of the joint. 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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(b) The wearing surface of the blocks 
shall show no depressions more than 
I in* in depth j and the edges and corners 
shall be unchipped and unbroken. 

Inspection 

7. At least 25 blocks shall be selected 
for physical tests by the engineer or his 
authorized representative, subsequent to 
delivery at the place of use, so as to 
fairly represent actual deliveries. No 
sample shall include blocks that would 


be rejected by a visual examination. 
The bedding piano shall be marked on 
at least two of the blocks, selected. 

Rejection 

8. All deliveries shall be subjected to 
further inspection at the place of use, 
prior to and during laying. All blocks; 
which fail to conform to the require- 
ments of Sections 2, 5, and 6 shal be 
rejected. 



APPROYED AS 

AMERICAN TENTATIYE STANDARD 
by the AMERICAN STANDARDS ASSOCIATIOH 
ASA NO,J A31-1924 


Standard Specifications for 

MATERIALS FOR CEMENT GROUT FILLER FOR BRICK 
AND STONE BLOCK PAVEMENTS^ 



A.S.T.M. Designation : D 57 - 20 

Adopted, 1920.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 57; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the ma- 
terials (sand, Portland cement, and 
water) for use in cement grout filler 
for brick and stone block pavements. 

Sand 

General Characteristics 

2. The sand shall consist of clean, 
hard, durable stone particles, preferably 
siliceous, free from lumps of clay and 
objectionable foreign matter. 

Grading 

3. (a) The sand shall be well graded 
from coarse to fiine and when tested by 
means of laboratory sieves shall conform 
to the following requirements: 

Sieve Percentege 

Passing 

No. 10 (2000-imcron) 100 

No. 20 (840-micron) not less than. .-. 80 

No. 200 (74-micron) not more than. . 5 

(^) The sieve analysis of the sand 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
TAf. Committee D-4 on Road and Paving Materials. 

s Prior to adoption as standard, these specifications 
were published as tentative from 1919 to 1920. Editorially 
revised and rearranged In 1939. 


shall be made in accordance with 
Standard Method of Test for Sieve 
Analysis of Fine and Coarse Aggregates 
(A.S.T.M. Designation: C 136) of the 
American Society for Testing Materials.® 

Mortar Strength 

4. {o) The sand shall be mixed with 
Portland cement conforming to the re- 
quirements for type I of the Standard 
Specifications for Portland Cement 
(A.S.T.M. Designation: C 150) of the 
American Society for Testing Materials,® 
in the proportion of 1 part of cement to 
3 parts of sand, by weight, according to 
the standard method of making 1:3 
mortar briquets. The resulting mortar 
at the age of 7 and 28 days shall have 
a tensile strength of at least 75 per cent 
of that developed in the same time by 
mortar of the same consistency, made 
of 1 part of the same cement and 3 
parts of Ottawa sand. 

. (6) Preliminary acceptance samples 
shall be subjected to mortar strength 
tests at both 7 days and 28 days, and 


3 Appears iu this publicatioxx, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 
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acceptance based thereon. Samples 
tested during the progress of the work' 
will be accepted on the basis of the 
7rday test. 

(c) The tests for mortar strength 
shall be made in accordance with the 
Standard Method of Test .for Tensile 
Strength of Hydraulic-Cement Mortars 
(A.S.T.M. Designation: C 190).® ■ 

: Note. — T he Portland cement used in testing 
• the proposed sand should preferably be that used 
or to be used in the work. 

Inspection 

5. The sand shall be subject to 
inspection after delivery at the place 
of use, prior to and during the laying 
of the pavement. 

Sampling 

6. The sand shall be sampled for 
testing at the source of supply, if 


required. Samples shall also be taken 
for testing . from time to time, at the 
place of use prior to and during the 
laying of the pavement, whenever de- 
sired by the engineer. 

PoRXLANU Cement 

Cement 

- 7. Portland cement for use in cement 
grout filler shall conform to the re- 
quirements for type I of the Standard 
Specifications for Portland Cement 
(A.S.T.M. Designation; C 15G) of the 
American Society for Testing Materials.® 

Water 

Water 

8. The water used shall be clean and 
free from harmful amounts of oil, acid, 
alkali, organic or vegetable matter. 



Standard Specifications for 

MATERIALS FOR SAND-CEMENT BED FOR BRICK AND 
BLOCK PAVEMENTS^ 



A.S.T,M. Designatioii: D 58 - 37 
Adopted, 1920; Revised, 1924, 1937.® 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 58; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the ma- 
terials (sand and portland cement) for 
use in sand-cement bed for brick, 
stone block, wood block, asphalt block, 
and other block pavements. 


(b) The sieve analysis of the sand 
shall be made in accordance with the 
Standard Method of Test for Sieve 
Analysis of Fine and Coarse Aggregates 
(A.S.T.M. Designation: C 136) of the 
American Society for Testing Materials.® 


Sand 

General Characteristics 

2. The sand shall consist of clean, 
hard, durable stone particles, preferably 
siliceous, free from lumps of clay and 
objectionable foreign matter. 

Grading 

3. (a) The sand shall be well graded 
from coarse to fine and when tested by 
means of laboratory sieves shall con- 
form to the following requirements: 


Sieve Percentage 

_ Passing 

No. 4 (4760-micron) 100 

No. S (2380-micron) not less than ... 90 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1919 to 1920. Editorially 
revised .. and rearranged in 1939. . 

These specifications comprise a revision of the Stand- 
ard Specifications for Materials for Cement Mortar Bed 
for Brick, Stone Block, Wood Block, Asphalt Block and 
Other Block Pavements (A.S.T.M. Designation: D 58-24), 
which specifications they supersede. 


Mortar Strength 

4. (a) The sand shall be passed 
through a No. 8 (2380-micron) sieve 
and that portion retained by the No. 8 
-sieve shall be discarded. The portion 
passing a No. 8 sieve shall be mixed 
with Portland cement conforming to 
the requirements for type I of the 
Standard Specifications for Portland 
Cement (A.S.T.M. Designation: C 150) 
of the American Society for Testing 
Materials,® in the proportion of 1 part 
cement to 3 parts of sand, by weight, 
according to the standard method of 
making 1:3 mortar briquets. The re- 
sulting mortar at the age of 7 and '28 
days shall have a tensile strength of at 
least 75 per cent of that developed in 
the same time by mortar of the same 
consistency, made of 1 part of the same 
cement and 3 parts of Ottawa sand. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M,. Designations at front of book. 
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(b) Preliminary acceptance samples 
shall be subjected to mortar strength 
tests at both 7 days and 28 days, and 
acceptance based thereon. Samples 
tested during the progress of the work 
will be accepted on the basis of the 
7-day test. 

(c) The tests for mortar strength 
shall be made in accordance with the 
Standard Methods of Test for Tensile 
Strength of Hydraulic-Cement Mortars 
(A.S.T.M. Designation: C 190).® 

Note,— T he portland cement used in testing 
the proposed sand should preferably be that 
used or to be used in the work. 

Inspection 

5. The sand shall be subject to inspec- 
tion after delivery at the place of use, 


prior to and during the laying of the 

pavement. 

Sampling 

6. The sand shall be sampled for test- 
ing at the source of supply, if required. 
Samples shall also be taken for testing 
from time to time, at the place of use 
prior to and during the laying ' of ■ the 
pavement, whenever desired by ' the 
engineer. 

Portland Cement 

Cement 

7. Portland cement for use in the 
cement mortar bed shall conform to 
the requirements for type I of the 
Standard Specifications for Portland 
Cement (A.S.T.M. Designation: C 150) 
of the American Society for Testing 
Materials.® 



Standard Specifications for 

MINERAL FILLER FOR SHEET ASPHALT AND BITUMINOUS 
CONCRETE PAVEMENTS* 



A.S.T.M. Designation: D 242 -39 
Adopted, 1939.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 242; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, These specifications cover mineral 
filler for sheet asphalt and bituminous 
concrete pavements. 

Composition 

2, The mineral filler shall consist of 
limestone dust, portland cement, or other 
mineral matter from sources agreed 
upon by the purchaser and the seller. 

Physical Properties 

3, The material shall be thoroughly 
dry and free from lumps consisting of 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee 0-4 on Road and Paving Materials. 


aggregations of fine particles. When 
tested by means of laboratory sieves 
the mineral filler shall conform to 
the following requirements: 


Sieve 

No. 200 (74-micron) 
No. 80 (177-micron) 
No. 30 (590-micron) 


Percentage 

Passing 

not less than 65 
not less than 95 
100 


Method of Testing 

4. The sieve analysis of the mineral 
filler shall be made in accordance with 
the Standard Method of Test for Sieve 
Analysis of Mineral Filler (A.S.T.M. 
Designation: D 546) of the American 
Society for Testing Materials.® 

3 Prior to adoption as standard, these specifications 
were published as tentative from 1926 to 1939. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Sta7idard Specifications fior 

SAND FOR SHEET ASPHALT AND BITUMINOUS 
CONCRETE PAVEMENTS* 


A.S.T.M. Designation: I) 162 - 29 

Adopted, 1929.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 162; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

1. These specifications cover sand for 
use ill the construction, of the surface 
course of sheet asphalt pavements and 
those types of bituminous concrete 
pavements in which sand predominates. 

Physical Properties 


2. (a) The grains of the sand shall be 
clean, tough, rough-surfaced, and angu- 
lar. The sand after drying shall be 
free from lumps or balls of clay or of 
clay and sand. Before being incor- 
porated into the paving mixture, it shall 
conform to the following requirements 
as to grading: 


Retained on 

Passing Sieve Sieve 

No. 200 (74-micron} 

No. too (149~micron) No. 200 

No. 80 (i77-micron) No. 100 

No. SO (297-micron) No. 80 

No. 40 (420-micron) No, 50 

No. 30 (590-micron) No. 40 

No. 20 (840-micron) No. 30 

No. 10 (2000-micron) No. 20...... 

No. 10 (2000-microii) 

No. 4 (4760-micron) 


Per cent 
0 to 5 
6 to 251 
6 to 2S] 

5 to 40l 
5 to 30/ 

8 to 25] 

5 to 15 [ 18 to 50 
5 to 15] 

95 to 100 
100 


15 to 40 
' 30 to 60 


31 Under the standardization procedure of the Society, 
•these specifications are under the jurisdiction of the. A.S. 
T.M, Committee D-4 on Ro.ad and Paving Materials. 

35 Prior to adoption as standard, these specifications 
were published as tentative from 1923 to 1929. Editorially 
revised and rearranged in 1939. 


(J) General Characteristics ,' — ^The gen- 
eral characteristics shall be determined 
by examination under a microscope or a 
magnifying glass. 

Sampling 

3. The sand shall be sampled in 
accordance with the Tentative Methods 
of Sampling Stone, Slag, Gravel, Sand, 
and Stone Block for Use as Highway 
Materials (A.S.T.M. Designation: D 75) 
of the American Society for Testing 
Materials.® 

Methods of Testing 

4. The sieve analysis shall be made on 
samples of dried sand, weighing not less 
than 100 g., following the procedure 
described in Section 5 of the Standard 
Method of Test for Sieve Analysis of 
Fine and Coarse Aggregates (A.S.T.M. 
Designation: C 136) of the American 
Society for Testing Materials.® Deter- 
mination of percentage of particles pass- 
ing a No. 200 (74-micron) sieve shall be 
made by dry sieving. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications for 

PREFORMED EXPANSION JOINT FILLERS FOR 
CONCRETE! 

NONEXTRUDING AND RESILIENT TYPES 



A.S.T.M. Designation: D 544 - 41 
Adopted, 1941.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 544; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover pre- 
formed expansion joint fillers of the fol- 
lowing four types for use in concrete 
construction. The type or types desired 
shall be specified by the purchaser. 

Type I, cork, 

Type II, self-expanding cork, 

Type Illy sponge rubber, and 

Type IV, cork rubber. 

Manufacture 

2. (a) Cork and Self- Expanding Cork* 
— These types shall consist of preformed 
strips which have been formed from 
clean granulated cork particles securely 
bound together by a synthetic resin of 
an insoluble nature. The granulated 
cork shall be relatively free from hard 
particles or dust and shall not have been 
exposed in the process of manufacture to 
a temperature exceeding 300 F. (149 C.). 

(6) Sponge .—This type shall 

■ consist of , preformed strips composed 
' essential ly of a durable, elastic rubber 

^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

s Prior to adoption as standard, these specifications 
were published as tentative from 1939 to 1941. 


compound which may be reinforced on 
each side with a layer of asphalt treated 
felt which has been bonded to the rubber 
compound filler under heat and pressure. 

(4 Cork Rubber * — This type shall con- 
sist of preformed strips which have been 
formed from clean granulated cork 
particles securely bound together by a 
durable elastic rubber compound. The 
granulated cork shall be relatively free 
from hard particles or dust and shall not 
have been exposed in the process of 
manufacture to a temperature exceeding 
300 F. (149 C.). 

Character of Strips 

3. Preformed strips of expansion joint 
fillers shall be of such character as not to 
be deformed or broken by twisting, 
bending, or other ^ ordinary handling 
when exposed to atmospheric conditions. 
Pieces of the joint filler which have been 
damaged shall be rejected. 

Properties 

4, {a) Recovery * — The test specimen 
shall be given three applications of a 
load sufficient to compress the material 


A ;^^tei3tative revision” of this standard appears in the Tenta- 
tive Eevisions of Standards section at the back of this book. 
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to 50 per cent of its thickness before test. 
The loM shall be immediately released 
after each application. At the end of 1 
hr. after the third application, the joint 
shall , have recovered to at least 90 per 
cent of its thickness before test. 

(b) Com^pression.-’—The load required 
to compress the test specimen to SO per 
cent of its thickness before test shall not 
be less than 100 nor more than 750 psi. 

(c) Extrusion . — The test specimen 
shall be compressed to 50 per cent of its 
thickness before test with three of the 
edges restrained. The amount of ex- 
trusion of the free edge shall not exceed 
0.25 in. 

(d) Expansion.— In the case of self- 
expanding cork (type II) expansion 
joint filler only, the test specimen after 
being immersed in boiling water for 1 hr. 
shall have a final thickness not less than 
140 per cent of the thickness before test. 
Discoloration of the water shall not be 
considered an indication of failure. 

(e) Boiling in Hydrochloric Acid . — 
In the case of cork and self-expanding 
cork (types I and II) expansion joint 
fillers only, the test specimen when* 
boiled for 1 hr. in hydrochloric acid 
(sp, gr. L19) shall show no evidence of 
disintegration. Discoloration, or a small 
amount of swelling shall not be con- 
sidered as failure. 

(f) Weathering Test , — A weathering 
test may be conducted in accordance 
with the procedure specified in Section 
8. Test specimens shall show no evi- 
dence of disintegration when subjected 
to the specified weathering test. Test 
specimens which have been subjected ,to 
the weathering test may, be required to 
meet, the requirements for recovery, 
compression/and extrusion specified in 
Section 4 (a), (6), and (c). 


Dimensions and Permissible Variations 

5. The preformed strips shall con- 
form to the dimensions specified or 
shown on the plans. Strips of the joint 
filler which do not conform to the 
specified dimensions, within the per- 
missible variations of plus in. in 
thickness, plus or minus | in. in depth, 
and plus or minus | in. in length shall 
be rejected. 

Packing 

6. Self-expanding cork shall be 
wrapped in waterproof paper, sealed in 
a manner that will prevent the entrance 
of moisture, and packed at the plant 
in sizes convenient for handling on 
the job. 

Sampling 

7. (a) Size of Samples.— -'EB.cb sam- 
ple shall consist of sufficient material to 
provide at least 5 test specimens meas- 
uring 4f by 4 1 in. 

(b) Number of Samples. — One repre- 
sentative sample shall be selected from 
each shipment of 1000 sq. ft. or fraction 
thereof of each thickness ordered. 

(<;) Samples shall be packed for trans- 
portation in such a manner that there 
will be no danger of distortion or 
breakage. Samples of self-expanding 
cork, in addition to the above, shall be 
kept dry as received and wrapped for 
transportation in a manner that will 
prevent the entrance of moisture. 
Methods of Testing 

8. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Preformed Expansion Joint 
Fillers for Concrete (A.S.T.M. Designa- 
tion: D 545) of the American Society 
for Testing Materials.^ 

2 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Standard Specifications fior 
SODIUM CHLORIDE* 



A.S.T*M. Designation: D 632 ”43 
Adopted, 1943.* 

Tills Standard of the American Society for Testing Materials Is issued under 
the fixed designation D 632; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ■ , 

1. These specifications cover sodium 
chloride to be used for road purposes. 

Chemical Composition 

2. The sodium chloride shall conform 
to the following requirement as to 
chemical composition: 

Sodium chloride (NaCl), min., per cent. . .98.0 
Grading 

Z, {a) The sodium chloride, when 
used in the form of rock salt, shall con- 
form to the following requirements as 
determined by laboratory sieves:® 


Retained on a No. 4 (4760-micron) 

sieve, max., per cent. ... 12 

Retained on a No. 8 (2380~micron) 

sieve, per cent 60 to 95 

Passing a No. 30 (590-micron) sieve, 
max,, per cent 7 . ' 


(J) Evaporated salt may be used in 
lieu of rock salt when it conforms to the 
requirement as to chemical composition 
prescribed in Section 2. If the evapo- 
rated salt gives indications of caking, 

^ Under the Rtandardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

* Prior to adoption as standard these specifications were 
published as tentative from 1941 to 1943. 

s Detailed requirement for these sieves are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.ST.M. Designation: E ll), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.TJM. 
Designations at front of book. 


it shall be screened, and only the portion 
passing the No, 4 (4760-micron) sieve 
shall be used. 

PacMng and Marking 

4. The sodium chloride shall be de- 
livered in bags or sacks, drums, or bulk 
carload lots. The name of the manu- 
facturer, the lot number, the approxi- 
mate net weight, and the percentage of 
sodium chloride guaranteed by the 
manufacturer shall be legibly marked 
on each container, or in the case of carload 
shipments, noted on the shipping report. 

Inspection 

5. Every facility shall be provided 
the purchaser should he elect to have 
his representative sample . the material 
at the place of manufacture. If the 
purchaser ■ decides to sample the ma- 
terial ^ after delivery, it is understood 
that a 0.5 per cent variation in content 
of sodium chloride from the chemical 
composition prescribed : in Section 2 
shall be permissible. 

Rejection 

6. The sodium chloride shall be re- 
jected if it fails, to conform to any of the 
requirements of these specifications. 


Standard Methods of Test for 

ABRASION OF GRADED COARSE AGGREGATE BY USE OF 
THE DEVAL MACHINE* 



A.S.T»M. Designation: D 289 - 46 

Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 289; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method covers the procedure 
for testing uncrushed or crushed gravel, 
crushed stone, or crushed blast-furnace 
slag for resistance to abrasion in the 
Deval testing machine with an abrasive 
charge. Uncrushed ■’gravel consists en- 
tirely of uncrushed fragments and, for the 
purpose of this test, a gravel containing 
more than 10 per cent by weight of 
crushed fragments shall be considered as 
frushed gravel 

Apparatus 

2. {a) Deval Machine , — The Deval 
abrasion testing machine shall consist 
of one or more hollow cast iron cylinders 
closed at one end and furnished with a 
tightly-fitting iron cover at the other. 
The inside dimensions of the cylin- 
ders shall be 20 cm. in diameter and 
34 cm. in depth. These cylinders shall 
be mounted on a shaft at an angle of 30 
deg. with the axis of rotation of the shaft. 

^ * Under the standardization procedure of the Society, 
this method is under the joint jurisdiction of the A.S T.M. 
Committees C-9 on Concrete and Concrete Aggregates and 
Committee 1)4 on Road and Paving Materials. 

^ 2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1928 to 1940, being revised in 1937. 
It was withdrawn in 1940, but reissued as tentative without 
revision in 1942 and published as tentative from 1942 to 
1946, being revised in 1946.. 


{b) Sieve , — The No. 12 (1680-micron) 
square-hole sieve shall conform to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S. T.M. Designa- 
tion: Ell) of the American Society for 
Testing Materials.® 

Abrasive Charge 

3. (a) The abrasive charge shall consist 
of 6 cast iron spheres or steel spheres 
approximately If in. in diameter, each 
weighing between 390 and 445 g. The 
cast iron spheres shall conform to the 
following requirements as to chemical 
composition: 


Combined carbon, min., per cent 2.50 

Graphitic carbon, max., per cent 0.25 

Manganese, max., per cent. 0.50 

Phosphorus, max., per cent 0.25 

Sulfur, max., per cent 0.08 

Silicon, max., per cent 1.00 


Note.-— Cast iron spheres, uniform in size, 
conforming to these specifications are available. 
The above chemical requirements for the cast 
iron spheres are identical with those for the 
cast iron spheres used in the rattler test for 
paving brick as prescribed in the Standard 
Specifications for Paving Brick (A.S.T.M. 
Designation: C 7) of the American Society 
for Testing Materials.® 

a Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Steel spheres iff in, in diameter and weigh- 
ing: 417 g. can be obtained from at least one 
manufacturer. If they are not readily available, 
the next larger size (If in.) may be ground to 
size. 

{b) An abrasive charge of 6 spheres 
weighing 2500 dc 10 g. shall be used with 
each test sample. 


Grading 

4. The coarse aggregate shall be sepa- 
rated by screening into the various sizes 
required for grading the test sample ac- 
cording to one of the gradings specified in 
Section S. The material of these sizes 
shall be washed and dried. 

Test Sample 

5. (a) The test sample shall consist of 
dry coarse aggregate made up of per- 
centages of the various sizes conforming 
to one of the gradings shown in the fol- 
lowing table. The grading used shall be 
that most nearly representing the coarse 
aggregate furnished for the work. 


Grading Passing 

Sieve 

Retained on 
Sieve 

Percentage 
of Sample 


f l-in. 

fin 

.. 25 

A j 

1 l-in. 

j-in 

.. 25 

i 

1 li-in. 

l-in...., 

.. 25 


[ 2-m. 

If in 

. . 25 


f i-m. 

fin.. . . , 

.. 25 

B ] 

l-in. 

f-in 

. . 25 

1 

[ifin. 

l-in.... 

. . 50 

C.. 

f f-in. 

fin.... 

.. 50 

1 

[ l-in. 

f-in. . . . 

.. 50 

D 

f l-in. 

No. 4.. 

.. 50 

1 

l f-in. 

fin — 

.. 50 


(b) The weight of the test sample shall 
depend upon its average bulk specific 
gravity and shall be as follows : 


Range in Bulk 
Specific Gravity 

Over 2. 8 

2.4 to 2.8.... 
2.2 to 2.39... 
Less than 2,2 


Weigh t of Sample, g. 

.... 5500 
.... 5000 
.... 4500 
.... 4000 


(<j) When the coarse aggregate fur- 
nished for the work contains as much as 


25 per cent of material finer than | in. 
but is of such size that either grading 
A j B^oi C would be used for the abrasion 
test, a second abrasion test shall be 
made using grading D, if, in the opinion 
of the engineer, the particles less than 
I in. in size are not at least equal in 
hardness to those particles I in. or over 
in size. 

(d) Crushed GraveL—Gtmtl con tain- 
ing more than 10 per cent by weight of 
crushed fragments (Note) shall, for the 
purpose of this test be considered as 
crushed gravel. In such cases, the test 
sample shall contain crushed fragments 
so as to be representative of the gravel 
furnished for the. work and shall be 
prepared in accordance with Sections 4 
and 5. 

Note. — For the purpose of this test, a 
crushed gravel fragment may be considered as a 
fragment of gravel having at least one fractured 
face. 

Procedure 

6, The test sample and the abrasive 
charge shall be placed in the Deval 
abrasion testing machine and the machine 
rotated for 10,000 revolutions at a speed 
of from 30 to 33 rpm. At the com- 
pletion of the test, the material shall 
be removed from the machine and sieved 
on a No. 12 (1680-micron) sieve. The 
material retained on the sieve shall 
be washed, dried, and accurately weighed 
to the nearest gram. 

Calculations 

' 7. {a) Percentage of Pfear.— The loss by 
abrasion shall be considered as the dif-. 
ference between the original weight of the 
test sample and the weight of the mate- 
rial retained on the No. 12 (1680-microii) 
sieve, expressed as a percentage of, the 
original weight of the test, sample.: 

(5) Crushed Gravel.— -In the case of 
crushed gravel, the percentage by weight 
of crushed fragments shall be determi,ned, 
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and the permissible percentage of wear 
which shall govern shall be calculated as 
follows: 

w - + (100 - A) L' 

100 

where: 

IF = permissible percentage of wear, 

A = percentage, of iincrushed frag- 
ments, 

100 A == percentage of crushed 
■fragments, 

Z = maximum percentage of wear per- 
mitted by the specifications for 


gravel consisting entirely of 
uncrushed fragments, and ^ 
A' = maximum percentage of wear per- 
mitted by the specifications for 
gravel consisting entirely of 
crushed fragments. 

Report 

8. The report shall include the fol- 
lowing: 

(1) Percentage of wear, 

(2) Percentage of crushed fragments 

in the test sample, and 
(S) Weight and grading of the test 
sample. 



Standard Method of Test for 
ABRASION OF ROCK BY USE OF THE DEVAL MACHINE* 



A.S.T.M. Designation: D 2 - 33 
Adopted, 1908; Revised, 1926, 1933A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 2; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the procedure 
for testing rock for resistance to abrasion 
in the Deval testing machine. 

Note. — This well-known method of test is 
similar in almost all respects to the Deval 
abrasion test of the French School of Roads and 
Bridges. It has been used since 1878, and is 
entirely satisfactory for the purpose for which 
it was designed. 

Apparatus 

2. {a) Deval Machine , — The Deval 
abrasion testing machine shall consist of 
one or more hollow cast-iron cylinders 
closed at one end and furnished with a 
tightly fitting iron cover at the other. 
The inside dimensions of the cylinders 
shall be 20 cm. in diameter and 34 cm. in 
depth. These cylinders shall be mounted 
on a shaft at an angle of 30 deg. with 
the axis of rotation of the shaft. 

(b) Sieve , — The No. 12 (1680-micron) 
square hole sieve shall conform to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: El 1) of the American Society for 
Testing Materials.® 

1 Under the standairdization procedure of the Society 
this method is under the jurisdiction of the A.S.T.M Com. 
mittee I)-4 on Hoad and Paving Materials. 

* Editorially revised and rearranged in 1939. 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M- Designations at front of book. 


Test Sample 

3. At least 30 lb. of coarsely broken 
stone shall be available for a test. The 
rock to be tested shall be broken into 
pieces as nearly uniform in size as possi- 
ble, and as nearly SO pieces as possible 
shall constitute a test sample. The 
total weight of rock used as the test 
sample shall be S kg. weighed to the 
nearest 10 g. All test pieces shall be 
washed and thoroughly dried before 
weighing. 

Procedure 

4. The test sample shall be placed in 

the Deval abrasion machine and the 

machine rotated for 10,000 revolutions 

at a rate of from 30 to 33 r.p.m. At the 

completion of the test, the material 

shall be removed from the machine and 

sieved on a No. 12 (1680-micron) sieve. 

The material passing the No. 12 sieve 

shall be considered in determining the 

amount of wear which shall be expressed, 

either as a percentage of the 5-kg. sample 

used in the test, or as the French 

coefficient of wear calculated as follows: 

^ ^ 20 400 

Coefficient of wear « 20 X - — ■ 

F ...r , 

where: If = weight in grams of the 
detritus under 0.168 cm. (0.066 , in.) in 
size per kilogram of rock used. 



Standard Methods of Testing 

PREFORMED EXPANSION JOINT FILLERS FOR 

CONCRETE! 


NONEXTRUDING AND RESILIENT TYPES 



A.S.T.M. Designation: D 545 - 41 

Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 545 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the following 
tests for preformed expansion joint 
fillers for concrete: expansion in boiling 
water, recovery, compression, extrusion, 
boiling in hydrochloric acid, and 
weathering. The recovery, compres- 
sion, and extrusion tests shall be per- 
formed at a laboratory room temperature 
of 70 F. (21 C.) or above. 

Preparation of Test Specimens 

2. (a) In the case of cork, sponge 
rubber, and cork rubber (types I, III, 
and IV) expansion joint fillers only, five 
specimens for test shall be cut from each 
sample. Each test specimen shall be 
freshly and squarely cut using a metal 
plate 4 by 4 in. as a cutting template. 
The metal template shall be machined 
from J-in. plate to fit the extrusion 
mold described in Section 5 (&). The 
template shall fit the mold within 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1939 to 1941, 


minus 0.005 in. in length and minus 
0.005 in. in width. 

(6) In the case of self-expanding 
cork, (type II) expansion joint fillers 
only, subsequent to boiling in water as 
described in Section 3, the test speci- 
mens shall be permitted to air-dry for 
24 hr., and shall then be cut to size and 
measured as described in Paragraph (a). 

{c) The thickness of each test speci- 
men shall be determined to the nearest 
0.001 in. 

Expansion in Boiling Water 
3. In the case of self-expanding cork 
(type II) expansion joint filler only, five 
test specimens measuring 4| by 4| i 
0.10 in. shall be cut from each sample. 
The thickness of each test specimen 
shall be determined to the nearest 0.001 
in. The specimens shall be immersed 
in boiling water for 1 hr., after which 
they, shall be removed and allowed to 
cool to room temperature for 15 min. 
The final thickness of each specimen 
shall then be measured to the nearest 
0.001 in. 
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A “tentative revision” of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book. 
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Recovery and Compression 

4. (a) Test' Specimem. — One of the 
test specimens prepared as described in 
Section 2 (a) (or one of the expanded 
specimens ■ prepared as described in 
Section 2 (b) in . the ■ case of self- 
expanding corkj type II) shall be used 
for these , tests. In the case of cork, 
sponge rubber, and cork rubber (types 
I, HI, and IV) expansion joint fillers, ' 
these tests shall be made on specimens . 
of the material as received. However, 
if the cork filler (type I) fails to meet 
the requirements specified, check tests 
shall be made on specimens which have 
been immersed in water for 24 hr. and 
subsequently air dried for 24 hr. Ac- 
ceptance shall be based on the results 
of these check tests. , ■ 

(b) MounMng,--Tlie test specimen 
shall be placed on a Hat metal plate, 
and a 4| by 4| by |-in. metal plate 
ground to have plane parallel faces 
shall be centered on the top surface of 
the specimen. A simple U-shaped 
bridge shall be employed to support a 
dial or other suitable measuring device 
reading to 0.001 in. above the center of 
the specimen. A metal cylinder or 
other device for transferring the load 
from the moving head of the testing 
machine around the measuring appa- 
ratus to the plate covering the specimen 
shall ^ be placed upon the plate. A 
spherical bearing block shall be mounted 
between the upper end of the cylinder 
and the, moving head of the testing 
machine., 

(c) Measureffient of Thickness . — When 
the specimen has been mounted as 
described in Paragraph {b) and is sub- 
jected only to the pressure of the dead 
weight of the 4-| by 4| by |-in. metal 
• plate, its thickness shall be determined 
by means' of the measuring device. 
When the load transferring apparatus 
and spherical bearing block are placed 


on the test specimen, some compression 
may result. This reduction in thickness 
shall be considered as part of the 50 
per cent reduction in thickness to be 
applied (Paragraph {d)). 

{d) Recovery.— T ot the determination 
of the percentage of recovery, the test 
specimen shall be given three applica- 
tions of a load sufficient to compress it 
to 50 per cent -of its thickness before 
test. The load shall be applied without 
shock and at such a rate that the speci- 
men will be compressed approximately 
0.05 in. per min. After the first and 
second applications the load shall be 
released immediately, and the speci- 
men permitted to recover 30 min. 
before the load is again applied. After 
the third application the load shall be 
released immediately and the specimen 
shall be permitted to recover 1 hr., 
after which the thickness shall again be 
measured. The load-transferring ap- 
paratus and spherical bearing block 
shall be removed from the test specimen 
during recovery periods between com- 
pressions and following the third applica- 
tion of load. The percentage of re- 
covery shall be calculated as follows: 


Recovery, per cent 


■X 100 


where: 

t - thickness of the specimen before 
test, and 

. f = thickness 1 hr. after completion 
. of the third application of load. 

(e) Compression.— Tht total maxi- 
mum load in pounds required for the 
first application as specified in Para- 
graph {d) shall' be divided by 16 and 
recorded as the unit pressure in pounds 
per square inch. 

Extrusion 

5. {a) Test Specimens —Out of the 
test specimens prepared as described in 
Section 2 {a) (or one of the expanded 
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specimens prepared as described in 
Section 2 (&) in the' case of self-expand- 
ing corkj type II) shaU be used for this 
test In the case of cork, sponge 
rubber j and cork rubber (types I, III, 
and IV) expansion Joint , fillers, these 
tests shall be made on specimens of the 
material as received. However, if the 
cork filler (type I) fails to meet the re- 
quirements of ■ the specifications, check 
tests shall be made on specimens which 
have been immersed in water for 24 hr. 
and subsequently air dried for 24 hr. 
Acceptance shall be based on the results 
of these ■ check tests. 

(b) Mounting. — The test specimen 
shall be placed in a suitable steel mold so 
constructed as to confine the lateral 
movement of the specimen under com- 
pression to one side only. Interior 
dimensions of the mold shall be 4 by 4 in. 
with permissible variations in length 
and in width of plus or minus 0.015 in. 
Mold sides shall be of such height as to 
extend at least | in. above the test 
specimen. The specimen shall then be 
covered with a |-in. metal plate ground 
to have plane parallel faces. The metal 
plate shall be machined to fit within 
the three restraining sides of the steel 
mold snugly but without binding. A 
simple U-shaped bridge shall be em- 
ployed to support above the center of 
the specimen a dial or other suitable 
measuring device reading to 0.001 in. 
A metal cylinder or other device for 
transferring the load from the moving 
head of the testing machine around the 
measuring apparatus to the plate cover- 
ing the specimen shall be placed upon 
the plate. ' A spherical bearing block 
shall be mounted between' the upper 
end of the cylinder • and the moving 
head of the testing machine. ^ 

(c) Measurement ' of Thickness . — 
When the specimen has been mounted 
as described in Paragraph {b) and is 
subjected only to the pressure of the 


dead weight of the 4 by 4 by l-in. metal 
plate, its thickness shall be determined 
by means of the measuring device. 
When the load transferring apparatus 
and spherical bearing block are placed 
on the test specimen, some compression 
may result. This reduction in ' thickness 
shall be considered as part of the' 50, per 
cent reduction in thickness to be applied 
(Paragraph (d)). 

{d) Extrusion.— Toi the ■ determina-^ 
tion of the amount of extrusion, the 
specimen shall be given one application 
of a load sufficient to compress it to 50 
per cent of its thickness before test. 
The load shall be applied without shock 
at such a rate that the specimen will be 
compressed approximately 0.05 in. per 
min. The amount of extrusion in 
inches shall be determined by measuring 
the maximum movement of the free 
edge of the test specimen during the SO 
per cent compression of the specimen. 
The extrusion shall be measured by 
means of a dial or other suitable device 
reading to 0.001 in. 

Boiling in Hydrochloric Acid 

6. In the case of cork and self- 
expanding cork (types I and II) expan- 
sion joint fillers only, one of the test 
specimens prepared as described in 
Section 2 {a) (or one of the expanded 
specimens prepared as described in 
Section 2 (b) in the case of self-expanding 
cork, type II) shall be used for this test. 
The specimen shall be boiled for T hr. 
in hydrochloric acid (sp. gr. 1.19). The 
test specimen shall be examined for 
evidences of disintegration. 

Accelerated Weathering Tests 

7. {a) Two specimens, prepared as 
described in Section 2 {a) (or two of the 
of the expanded specimens prepared : as 
described in Section 2 (J) in the case of 
self-expanding cork, type .II) shall be 
exposed to temperature of 165 F. 
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(74 C.) 'for . a period , of seven days. 
Upon : completion of this accelerated 
aging; test, the specimens shall be im- 
mersed in' water at room temperature 
for 24 hr. . 

(6) The specimens shall then be placed 
on edge in a suitable container and water 
poured ■ into the container to a depth 
of 2 in. (one-half the height of the 
speGimens). It will be necessary to put 
a weight or simple frame across the 
exposed edges of the specimens during 
this test in order that the positions of the 
specimens in the water will be main- 
tained, The pan containing the speci- 
mens partially immersed in water shall 
be placed in a freezing chamber for a 
period long enough to freeze the water 
into solid ice. The temperature of the 
freezing chamber shall be maintained 
between + 14 and — 4 F. (—10 and 
- 20 C.). Upon completion of the 


freezing cycle^ the pan containing the 
specimens shall be removed from the 
freezing chamber and partially im- 
mersed in water at a temperature main- 
tained between 65 and 100 F.' (18 and 
38 C,),. The first cycle is completed 
when the ice surrounding the specimens 
has melted entirely. This cycle shall be 
repeated ten times. 

(c) The length of time required for 
freezing and thawing will be governed 
by the temperature, of the freezing 
chamber and the volume of water around 
the specimens. 

(d) After ten freezing-and-thawing 
cycles have been completed, the speci- 
mens shall be removed from the water 
and allowed to stand in air at room 
temperature for 48 hr. The test speci- 
mens shall be examined for evidences 
of disintegration. 


APPROVED AS:: . 

AMERICAN STANDARD ' 

BY THE AMERICAN' STANDARDS ASSOCIATION 
ASA NO,: A37.14-1943 
AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H,0. NO.: T 37-42 


Standard Method of Test for 
SIEVE ANALYSIS OF MINERAL FILLER^ 



A.S.T.M. Designation: D 546-41 
Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 546 j the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the sieve 
analysis of mineral fillers used in road 
and paving materials. 

Apparatus 

2. {a) Balance— Th.t balance shall be 
sensitive to 0.05 g. 

(6) Si&oes. — The sieves shall conform 
to the Standard Specifications for Sieves 
for Testing Purposes (A.S.T.M. Desig- 
nation: E 11) of the American Society 
for Testing Materials,® and shall include 
the No. 200 (74-micron) sieve and such 
other sieves as may be required by the 
specifications for the mineral filler. 

NoTE.—In general specifications require the 
use of the No. 200 (74-inicron), No. 80 (177- 
micron), and No. 30 (590-inicron) sieves. 

Sample 

3. The sample for sieve analysis shall 
be obtained, by quartering or by use of a 
sampler, from a representative sample 
selected from the material to be tested. 

* Under tHe standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials. 

® Prior to adoption as standard, this method was pub- 
lished as tentative from 1939 to 1941. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Approximately SO g. of dry material is 
required for each test. 

Drying of Sample 

4. The sample shall be dried to sub- 
stantially constant weight at a tem- 
perature not exceeding 110 C. (230 F.), 

Procedure 

5. {a) The 50.0 =1= 5.0 g, sample of 
the dried mineral filler shall be weighed 
to the nearest 0.1 g. and placed on the 
No. 200 (74-micron) sieve which shall be 
thoroughly clean and dry. The sieve, 
with pan and cover attached, shall be 
held in one hand in a slightly inclined 
position so that the sample will be well 
distributed over the sieve, at the same 
time gently striking the side about 150 
times per minute against the palm of the 
other hand on the up stroke. The sieve 
shall be turned every 25 strokes about 
one-sixth of a revolution in the same 
direction. The operation shall be con- 
tinued until not more than 0.05 g. passes 
through the sieve in 1 min. of continuous 
sieving. 

(6) The portion of the sample retained 
on the sieve shall then be weighed to the 
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nearest 0:.l g./ and placed on the sieve 
with the next larger opening for the 
'series selected for the sieve analysis. 
Sieving shall be continued in a similar 
manner y using successively each of the 
selected series of sieves in the order of 
increasing size of opening, and recording 
the weight of that portion of the sample 
retained on each sieve. The weight of 
material and percentage of the sample 
passing each of the sieves shall be cal- 
culated. 

(c) Washers, shot, or slugs shall not 
be used' on the sieves. ' ■ 

Machine Sieving 

6. Mechanical sieving devices may be 
used but the filler shall not be rejected 
if it meets the requirements when tested 
by the hand method described in Sec- 
tion 5. When mechanical sieving de- 
vices are used their thoroughness of 


sieving shall be tested by using the hand 

method. 

Report 

7. The report shall include the fol- 
lowing: 

(a) . Results of the sieve analysis re- 
ported as the total percentage passing 
each sieve, expressed to the nearest 0.5 
per cent, and 

(b) The method of sieving used. 

Reproducibility of Results 

8. The percentages obtained by the 
same operator in duplicate tests on 
portions of the same sample should not 
differ by more than one passing any one 
sieve. The percentages obtained by dif- 
ferent operators in different laboratories 
should not differ by more than two pass- 
ing any one sieve. 


APPROVED AS 
AMERICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: AS-1930 

AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S,H,0. NO*: T 5-3S 


Sta7tdard Method of Test for 
TOUGHNESS OF ROCKi 



A.S-T.M. Designation; D.3 - 18 
Adopted, 1908; Revised, 1918.2 

This Standard of tiie American Society for Testing Alaterials is issued under 
the fixed designation D 3; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the pro- 
cedure for determining the toughness of 
rock. 

Toughness 

2. Toughness, as applied to rock, is 
the resistance offered to fracture under 
impact, expressed as the final height of 
blow required of a standard hammer to 
cause fracture of a cylindrical test 
specimen of given dimensions. 

Apparatus 

3. Any form of impact machine which 
will comply with the following essentials 
may be used in making the test: 

(a) A cast-iron anvil weighing not 
less than 50 kg., firmly fixed upon a 
solid foundation. 

(&) A' hammer weighing 2 kg., ar- 
Tanged so as to fall freely between suit- 
able guides. 

(c;) A' plunger made of hardened steel 
and weighing 1 kg., arranged to slide 
freely in a vertical direction in a sleeve, 

y Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T,M. 
Committee D-4 on Road and Paving Materials. 

® Editorially revised and rearranged in 1939. 


the lower end of the plunger being 
spherical in shape with a radius of 

1 cm. 

{d) Means for raising the hammer 
and for dropping it upon the plunger 
from any specified height from 1 to not 
less than 75 cm., and means for deter- 
mining the height of fall within approxi- 
mately 1 mm. 

if) Means for holding the cylindrical 
test specimen securely on the anvil 
without rigid lateral support, and under 
the plunger in such a way that the center 
of its upper surface shall, throughout 
the test, be tangent to the spherical 
end of the plunger at its lowest point. 

Sampling 

4. Quarry samples of rock from which 
test specimens are to be prepared shall 
measure at least 6 in. on a side and at 
least 4 in. in thickness, and when possible 
shall have the plane of structural weak- 
ness of the rock plainly marked thereon. 
Samples should be taken from freshly 
quarried material, and only from pieces 
which show no evidences of incipient 
fracture due to blasting or other causes. 
547 
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The' samples' should preferably be split 
from large pieces by the use of plugs and 
feathers and not by sledging. Com- 
mercial Stone-block samples from which 
test specimens are to be prepared shall 
measure at least 3 in. on each edge. 

Test Specimens 

5. Specimens for test shall be cylinders 
25 mm. in height and from 24 to 25 
mm. in diameter, prepared as described 
in Section 6. Three specimens shall 
constitute a test set. The ends of the 
specimen shall be plane surfaces at right 
angles to the axis of the cylinder. 

Preparation of Test Specimens 

6. One set of specimens shall be drilled 
perpendicular and another parallel to 
the plane of structural weakness of the 
rock, if such plane is apparent. If a 
plane of structural weakness is not 
apparent, one set of specimens shall be 
drilled at random. Specimens shall be 
drilled in a manner that will not subject 
the material to undue stresses and which 
will insure the specified dimensions.^ 
The ends of the cylinders may be sawed 
by means of a band or diamond saw,'^ 

» The form of diamond drill described in Bulletin No. 
347 1 U. S. Department of Agriculture, pp. 6-7, is recom- 
mended, and should prove satisfactory if the instructions 
are strictly followed. 

4 A satisfactory form of diamond saw is described in 
Bulletin No. 347 ^ U. S. Department of Agriculture, pp. 7-9. 


or in any other way which will not 
induce incipient fracture, but shall 
not be chipped or broken off with a 
hammer. After, sawing, the ends of the 
specimens shall be ground ^ plane with 
water and carborundum or emery on a 
cast-iron ' lap until the cylinders are 
25 mm. in height. 

Procedure 

7. The test shall consist of a 1-cm. 
fall of the hammer for the first blow, 
a 2-cm. fall for the second blow, and an 
increase of 1-cm. fall for each succeeding 
blow until failure of the test specimen 
occurs. 

Report 

8. The height of the blow in centi- 
meters at failure shall be the toughness 
of the test specimen. The individual 
and the average toughness of three test 
specimens shall be reported when no 
plane of structural weakness is apparent. 
In cases where a plane of structural 
weakness is apparent, the individual 
and average toughness of the three 
specimens in each set shall be reported 
and identified. Any peculiar condition 
of a test specimen which might affect 
the result, such as the presence of seams, 
fissures, etc., shall be noted and recorded 
with the test result 



Standard Specifications for 
SLOW-SETTING EMULSIFIED ASPHALT* 

FOR FINE AGGREGATE MIXES 



A.S.T.M. DesignatioB: D631-46 
Adopted, 1943; Revised, 1946A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 631; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover a slow- 
setting emulsified asphalt for fine aggre- 
gate mixes in which a substantial quan- 
tity of aggregate passes a |-in. sieve 
and a portion may pass a No. 200 (74- 
micron) sieve. 

Properties and Tests 

2. (a) Emulsified asphalt shall be 
homogeneous. It shall show no separa- 
tion of asphalt after thorough mixing, 
within 30 days after delivery, provided 
separation has not been caused by 
freezing. 

(J) Emulsified asphalt (slow-setting) 
for fine aggregate mixes shall conform 
to the following requirements: 


Modified miscibility with 

watei®. difference of asphalt residue 

not more than 4.5 per cent 
Cement mixing test not more than 2.0 per cent 


® If the sample of emulsified asphalt being tested fails 
to conform to this requirement for modified miscibility, 
the sample shall be tested for 5-day settlement and for 
miscibility, and if the numerical difference between the 
average percentages of asphaltic residue in the 5-day 
settlement test is less than 3, and if the standard misci- 
bility test shows no appreciable coagulation in 2 hr., then 
the emulsified asphalt shall be considered as conforming 
to these specifications and shall be accepted. 

(c) Residue . — ^The residue obtained 
from distillation shall conform to the 
following requirements: 

Penetration at 25 C. (77 F.), 

100 g.^ 5 sec 100 to 200 

Soluble in carbon disulfide: 

Petroleum asphalts ..... not less than 97.0 per cent 

Native asphalts not less than 95 per cent 

Ash not more than 2 per cent 

Ductility at 25 C. (77 F.) not less than 60 cm. 

Specific gravity at 25 C. 

(77 F.) not less than 1.00 

Basis of Purchase 

3. Prior to the award of the order or 


Viscosity, Saybolt Furol, 60 
ml at 25 C. (77 F.) ..... 

Residue by distillation.... 
Sieve test ........ 


(not less than 20 sec., and not 
l more than 100 sec. 

^not less than 57 per cent, and 
[ not more than 62 per cent 
not more than 0.05 per cent 


* Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

* Prior to adoption as standard, these specifications were 
published as tentative from 1941 to 1943. 


contract, a sample may be tested by the 
purchaser, and if it fails to comply with 
the specification requirements, the bid 
accompanying the sample shall be re- 
jected. Prior to any shipments being 
made on projects requiring 20,000 gal. 
or more a sample shall be taken, under 
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the ' siipcrvisiott of the purchaser, from 
a lot of not less than 20,000 gaL of the 
emulsified asphalt and shall be kept in a 
clean, airtight, sealed container at a 
temperature of not less than 4 C. 
(40 F.) until tested. 

Sanaplng 

4. At least one sample of not less 
than 1 gal. shall be taken from each lot 
or shipment of the emulsified asphalt 
after arrival at its destination. The 
samples shall be stored in clean, air- 


tight containers at a temperature of not 
less than 4 C. (40 F.) until tested. 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Emulsified Asphalts (A.S. 
T.M. Designation: D 244) of the Ameri- 
can Society for Testing Materials.^ 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Standard Specifications fior 
MEDIUM-SETTING EMULSIFIED ASPHALT^ 


FOR COARSE AGGREGATE PLANT MIXES 



A,S.T,M. Designation; D 397 - 39 
Adopted, 1939,* 

TMs Standard of the American Society for Testing Materials is issued under 
tlie fixed designation D 397; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover a me- 
dium-consistency emulsified asphalt for 
plant mixes with coarse aggregate, sub- 
stantially all of which is retained on a 
|-in. sieve and with practically no 
material passing a No. 200 (74-miGron) 
sieve. 

Properties and Tests 

2. (a) Emulsified asphalt shall be 
homogeneous. It shall show no separa- 
tion of asphalt after thorough mixing, 
within 30 days after delivery, provided 
separation has not been caused by 
freezing. 

(6) Emulsified asphalt for coarse ag- 
gregate plant mixes shall conform to the 
following requirements: 

Viscosity, Saybolt Furol, 

60 ml. at 25 C. (77 F.) not less than 100 sec. 

Residue by distilktion.. . cent, and 

Settlement, 5 days not more than S. 


1 Under^^the standardiisatioE procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D4 on Road and Paving Materials. 

5 Prior to adoption as standard, these specifications 
were published as tentative from 1934 to 1939, being re- 
vised In 1936 and 19.19. 


Demulsibility,** SO ml. of 

0.10 W CaCla not more than 30 per cent 

Sieve test not more than 0.10 per cent 

Miscibility with water. ... .no appreciable coagulation in 

2 hr. 

Coating test it shall not show appreciable 

separation when mixed with 
washed, dry, clean stone for 

3 min. and shall coat the 
stone thoroughly. 


® The demulaibility test shall be made within 30 days 
from date of shipment. 

(c) Residue. — The residue obtained 
from distillation shall conform to the 
following requirements: 

Penetration at 25 C. (77 F.), 

100 g., 5 sec 100 to 200 

Soluble in carbon disulfide; 

Petroleum asphalts not less than 97.5 per cent 

Native asphalts — not less than 95 per cent 

Ash. not more than 2 per cent 

Ductility at 25 C. (77 F.) not less than 40 cm. 

Specific gravity at 25 C. (77 F.) .not less than 1 .00 

Basis of Purchase 

3. Prior to the award of the order or 
contract, ’a sample may be tested by the 
purchaser and if it fails to comply with 
the specification requirements, the bid 
accompanying the sample shall be re- 
jected, Prior to any shipments being 
made on projects requiring 20,000 gal 
or more, a sample shall be taken, under 
the supervision of the purchaser, from 
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a lot of not less tban 20,000 gal. of the 
emulsified: asphalt and shall be kept in 
a dean, airtight, sealed container -at a 
temperature of not less than 4 C. (40 F.) 
until tested. 

Sampling 

'4. At least one sample of not less than 
1 gal. shall be taken from each lot or 
shipment of the emulsified asphalt after 
arrival at its destination. The samples 
shall be stored in dean, airtight con- 


tainers at a temperature of not less than 
4 C. (40 F.) until tested. 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be , determined in 
accordance with the Standard Meth- 
ods of Testing Emulsified Asphalts 
(A.S.T.M. Designation: D 244) of the 
American Society for Testing Mate- 
rials.® 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of booL 



Standard Specijications for 
MEDIUM-SETTING EMULSIFIED ASPHALT' 

FOR RETREAD AND COARSE AGGREGATE MIXES 



A.S.T.M. Designation: D 398 -39 

Adopted, 1939.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 398; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover a low- 
consistency emulsified asphalt for re- 
tread mixes with coarse aggregate, sub- 
stantially all of which is retained on a 
|-in. sieve and with practically no ma- 
terial passinga No. 200 (74-micron) sieve. 

Properties and Tests 

2. {d) Emulsified asphalt shall be 
homogeneous. It shall show no separa- 
tion of asphalt after thorough mixing, 
within 30 days after delivery, provided 
separation has not been caused by 
freezing. 

(6) Emulsified asphalt for retread and 
coarse aggregate mixes shall conform to 
the following requirements: 

Viscosity,. Say bolt Furol, /not less than 20 sec., and 
60ml. at 25 C. (77 F,).. . \not more than iOO sec, 

/Mt less than 55 per cent, and 

Residue by distillation.. . than 60 pet cent 

Settlement, S days .not more than 5 


s Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
' A.S.T.M.. Committee D-4 on Road and Paving Materials. 

» Prior to adoption as standard, these specifications 
were :^ublishcd as tentative from 1934 to 1939, being re- 
vised m 1939. 


Demulsibility,® SO ml. of 

O.lO W CaCb not more than 30 per cent 

Sieve test not more than 0.10 per cent 

Miscibility with water no appreciable coagulation in 

2 hr. 

Coating test it shall not show appreciable 

separation when mixed with 
washed, dry, clean stone for 

3 min. and shall coat the 
stone thoroughly. 


" The demulsibility test shall be made within 30 days 
from date of shipment, 

(c) Residue , — The residue obtained 
from distillation shall conform to the 
following requirements: 

Penetration at 25 C. (77 F.), 

100 g., 5 sec 100 to 200 

Soluble in carbon disulfide: 

Petroleum asphalts not less than 97.5 per cent 

Native asphalts .not less than 95 per cent 

Ash .not more than 2 per cent 

Ductility at 25 C. (77 F.) not less than 40 cm. 

Specific gravity at 25 C. (77 F.) .not less than 1.00 

Basis of Purchase 

3. Prior to the award of the order or 
contract, a sample may be tested by the 
purchaser and if it fails to comply with 
the specification requirements, the bid 
accompanying the sample shall be re- 
jected. Prior to any shipments being 
made on projects requiring 20,000 gal, 
or more, a sample shall be taken, under 
553 
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the supervision of the purchaser,, from 
alot of not less than 20,000 gal. of the 
emulsilied asphalt and shall be kept in a 
clean, airtight, sealed container at a tem- 
perature of not less than 4 C. (40 F.) until 
tested. 

Sampling 

4, At least one sample of not less than 
1 gal. shall be taken from each lot or 
shipment of the emulsified asphalt after 
arrival at its destination. The samples 
shall be stored in clean, airtight con- 


tainers at a temperature of not less than 
4 C. (40 F.) until tested. 

Methods of Testing 

5, The properties enumerated in these 
specifications shall be determined in 
accordance witli the Standard Meth- 
ods. of Testing Emulsified Asphalts 
(A.S.T.M. Designation: D 244) of the 
American Society for Testing Mate- 
rials.® 

» Appears ia this pubiicatioa, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Standard Specifications fior 
MEDIUM-SETTING EMULSIFIED ASPHALT^ 

HEAVY PREMIX— SUMMER GRADE 



A.S,T.M. Designation: D 399-39 
Adopted, 1939 .* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 399; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover a high- 
consistency hea vy-premix grade of emul- 
sified asphalt, for plant mix or patching 
with coarse aggregate, substantially all 
of which is retained on a |-in. sieve 
and with practically no material passing 
a No. 200 (74-micron) sieve. 

Properties and Tests 

2, {a) Emulsified asphalt shall be 
homogeneous. It shall show no separa- 
tion of asphalt after thorough mixing, 
within 30 days after delivery, provided 
separation has not been caused by freez- 
ing. 

(6) Emulsified asphalt (heavy pre- 
mix — -summer grade) shall conform to 
the following requirements: 

Residue by distilla- 


tion .not less than 65 per cent 

Sieve test. . not more than O.iO per cent 

Miscibilitywithwater.no appreciable coagulation in 2 hr. 
Coating test it shall not show appreciable sep- 

aration when mixed with w^ashed, 
dry, clean stone for 3 min. and shall 
coat the stone thoroughly. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were ,|>ublished as tentative from 1934 to 1939, being re- 
vised in 1936 and 1939. 


(c) Residue, — The residue obtained 
from distillation shall conform to the 
following requirements: 

Penetration at 25 C. (77 F.), 

100 g., 5 sec 100 to 200 

Soluble in carbon disulfide: 

Petroleum asphalts not less than 97.5 per cent 

Native assphalts not less than 95 per cent 

Ash not more than 2 per cent 

Ductility at 25 C. (77 F.) not less than 40 cm. 

Specific gravity at 25 C. (77 F.).not less than 1.00 

Basis of Purchase 

3. Prior to the award of the order or 
contract, a sample may be tested by the 
purchaser and if it fails to comply with 
the specification requirements, the bid 
accompanying the sample shall be re- 
jected. Prior to any shipments being 
made on projects requiring 20,000 gal. 
or more, a sample shall be taken, under 
the supervision of the purchaser, from 
a lot of not less than 20,000 gal. of the 
emulsifi.ed asphalt and shall be kept in - a 
clean, airtight, sealed container at a tem- 
perature of not less than 4 ,C. (40 F,)' 
until tested. 

Sampling 

4. At least one sample of not less than 
1 gal. shall be taken from each lot or 
shipment of the emulsified asphalt after 
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arrival at its destination. The samples 
shall be stored in clean, airtight con- 
tainers at a temperature of not less than 
4 C, (40 F.) until tested. 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 


accordance with the Standard Meth- 
ods of Testing Emulsified Asphalts 
(A.S.T.M. Designation: D 244) of the 
American Society for Testing Mate- 
rials.® 

s Appears in this publication^ see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 



Standard Specifications for 
QUICK-SETTING EMULSIFIED ASPHALT* 

FOR PENETRATION AND SURFACE TREATMENT 



A.S.T.M. Designation: D 401 - 40 

Adopted, 1940.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 401 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover emulsi- 
fied asphalt (quick-setting) for penetra- 
tion and surface treatment. 

Properties and Tests 

2. (a) Emulsified asphalt shall be 
homogeneous. It shall show no separa- 
tion of asphalt after thorough mixing, 
within 30 days after delivery, provided 
separation has not been caused by 
freezing. 

(J) Emulsified asphalt (quick-setting) 
for penetration and surface treatment 
shall conform to the following require- 
ments: 

Viscosity, Sayfoolt Furol, /not less than 20 sec., and 
60 mi. at 25 C. (77 F.) .. \not more than 100 sec. 

than 55 per cent, and 

Residue by distillation.. . ^0 per cent 

Settlement, 5 days not more than 3 

Demulsibility.s® 35 ml. of 

0.02 V CaCIa. not less than 60 per cent 

Sieve test. not more than 0.10 per cent 


® The demulsibility test shall be made within 30 days 
from date of shipment. 


5 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
mfringement of letters Patent nor assume any such 
liability, and such publication should not be construed 
as a recommendation of any patented or proprietary ap- 
plication that may be involved. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1936 to 1940, being re- 
vised inT936. , 


{c) Residue . — The residue obtained 
from distillation shall conform to the 
following requirements: 

Penetration at 25 C. (77 F.), 

100 g., S sec 100 to 200 

Soluble in carbon disulfide: 

Petroleum asphalts not less than 97.5 per cent 

Native asphalts not less than 95 per cent 

Ash not more than 2 per cent 

Ductility at 25 C. (77 F.) not less than 40 cm. 

Specific gravity at 25 C. (77 F.) not less than 1.00 

Basis of Purchase 

3. Prior to the award of the order or 
contract, a sample may be tested by the 
purchaser and if it fails to comply with 
the specification requirements, the bid 
accompanying the sample shall be re- 
jected. Prior to any shipments being 
made on projects requiring 20,000 gal 
or more, a sample shall be taken, under 
the supervision of the purchaser, from 
a lot of not less than 20,000, gal. of the 
emulsified asphalt and shall be kept in a 
clean, airtight, sealed, glass or black iron 
container at a temperature of not less 
than 4 C. (40 F.) until tested; 

Sampling 

4. At least one sample of not less than 
1 gal. shall be taken from each lot or 
shipment of the emulsified asphalt after 
arrival at its destination. The samples 
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shall be stored in clean j airtight, glass or 
black iron containers at a temperature 
of not less than 4 C. (40 F.) until tested. 

Methods of Testing 
5. The properties enumerated in these 
specifications shall be determined in 


accordance with the Standard Methods 
of Testing Emulsified Asphalts (A.S. 
T.M. Designation: D 244) of the Ameri- 
can Society for Testing Materials.® 


■ ^Appears in this publication, see Contents in Numeric 
Sequence of A.S.T31. Designations at front of book. 


Standard Speciji cations Jor 
CUT-BACK ASPHALT^ 

RAPID CURING TYPE 



A.S,T.M. Designation: B 597 46 
Adopted, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 597; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover liquid 
petroleum products, produced by fluxing 
an asphaltic base with a suitable light 
volatile solvent, to be used in the treat- 
ment of road surfaces in the manner 
designated for the respective grades. 

Properties 

2. The cut-back asphalt shall be free 
from water and shall conform to the 
requirements prescribed in Table I. 

Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in ac- 
cordance with the following methods of 
the American Society for Testing Ma- 
terials, except as specified in Paragraph 
(a): 

(a) Flash Point {Tag Open Cup ), — 
Standard Method of Test for Flash 

^ Under the. standardization procedure of the Society, 
these specifications are under the . jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

® Prior to adoption as standard, these specifications 
were published as tentative from 1940 to 1946. 


Point with Tagliabue Open Cup 
(Method T 79) of the American Associa- 
tion of State Highway Officials.® 

(6) Viscosity^ SayhoU Stand- 

ard Method of Test for Viscosity by 
Means of the Saybolt Viscosimeter 
(A.S.T.M. Designation: D 88).'^ 

{c) Distillation , — Standard Method of 
Test for Distillation of Cut-Back As- 
phaltic Products (A.S.T.M. Designa- 
tion: D 402). ^ 

Note. — I f a lOO-ml. graduate does not per- 
mit sufificiently close readings to determine con- 
formity to specifications with the desired 
accuracy, receivers graduated with O.l-ml. 
divisions shall be used. 

{d) Penetration , — Standard Method of 
Test for Penetration of Bituminous 
Materials (A.S.T.M. Designation: D 5),^ 
(e) Ductility , — Standard Method of 
Test for Ductility of Bituminous Ma- 
terials (A.S.T.M. Designation: D 113).^ 

» See “Standard Specifications for Highway Materials 
and Methods of Sampling and Testing/’ The Am. Assn. 
State Highway Officials, Part n, p. 92 (1942). 

< Appears in this publication, see Contents in Numeric 
Sequence of A.S T,M. Designations at front of book. 
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(f) Solubility in Carbon TetracMoride. Bitumen (A.S.T.M. Designation: D 4),^ 
—Method No. 1 of the Standard except that c.p. carbon tetrachloride 
Method of Test for Determination of shall be used in place of carbon disulfide. 


TABLE I.-REQUIREMENTS FOR CUT-BACK ASPHALT (RAPID CURING TYPE). 


Designation 

Grade RC-0 

Grade RC-1 

Grade RC-2 

Grade RC-3 

Grade RC-4 

Grade RC-S 

‘Uses 

Note 1 

Notes 

Notes 

Notes 

Notes 1, 4 

Notes 



1,: 

2,4 

1. 2, 

3,4 

1,2,4 


! 

1*^ 

1,5 


on 


Min. 

Max. 

Min. 

Max. 

Min. 

Max. 

jglQIll 


B 

sg 

Flash psint (Tag open cup), deg. 





80 


80 


80 


80 


'Viscosity, Saybolt Furol: 













St 77 F. (25 C.), sec.. 

75 

150 











at 122 F. (50 C.), sec 



75 

iso 









at 140 F. (60 C.), sec 





100 

200 

250 

500 





at 180 F. (82.2 C.), sec 









125 

250 

300 

600 

-Distillation test: 













Distillate, percentage by volume 













of total distillate to 680 F. 













(360 C.): 













to 374 F. (190 C.) 

15 


10 










to 437 F. (225 C.) 

55 


50 


40 1 


25 


8 




to 500 F. (260 C.) 

75 


70 


65 


55 


40 


25 


to 600 F. (316 C.) 

90 


88 


$7 


83 


80 


70 


Residue from distillation to 680 F. 













(360 C.), percentage volume by 













difference 

SO 


60 


67 


73 


78 


82 


Tests on residue from distillation: 













Penetration at 77 F. (25 C.), 100 g., 













5 sec 

80 

120 

80 

120 

80 

120 

80 

120 

80 

120 

80 

120 

Ductility at 77 F. (25 C.), cm 

100 


100 


100 


100 


100 


100 


Solubility in carbon tetrachloride, 



1 










per cent 

99.5 


99.5 1 


99.5 


99.5 


99.5 


99.5 



Note L— Used as binder in surface treatments. 

Note 2.—'Used as binder in road-mix construction with open-graded aggregate. 

Note 3.-~Used as binder in cold patch mixtures with open-graaed aggregate. 

Note 4. — Used as binder in cold-laid plant-mix construction with open-graded aggregate. 
Note 5. — Used as binder in penetration macadam construction under cold weather conditions. 





Standard Specifications fior 
CUT-BACK ASPHALTi 


MEDroM CUEING TYPE 



A*S.T.M. Designation: D 598-46 
Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 598; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover liquid 
petroleum products, produced by fluxing 
an asphaltic base with suitable distil- 
lates, to be used in the treatment of 
road surfaces in the manner designated 
for the respective grades. 

Properties 

2. The cut-back asphalt shall be free 
from water and shall conform to the 
requirements prescribed in Table I. 

Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
the American Society for Testing Ma- 
terials, except as specified in Para- 
graph (a): 

(a) Flash Paint {Tag Open Cup ). — 
Standard Method of Test for Flash 


Point with Tagliabue Open Cup (Meth- 
od T 79) of the American Association 
of State Highway Officials.® 

(6) Viscosity^ Sayholt Furol. — Stand- 
ard Method of Test for Viscosity by 
Means of the Saybolt Viscosimeter 
(A.S.T.M. Designation: D 88).^ 

(c) Distillation . — Standard Method of 
Test for Distillation of Cut-Back As- 
phaltic Products (A.S.T.M. Designa- 
tion: D 402).^ 

Note. — If a lOO-ml graduate does not per- 
mit sufficiently close readings to determine 
conformity to specifications with the desired 
accuracy, receivers graduated with 0.1 -ml. 
divisions shall be used. 

{d) Penetration . — Standard Method of 
Test for Penetration of Bituminous 
Materials (A.S.T.M. Designation: D 5).^ 
{e) Ductility . — Standard Method of 
Test for Ductility of Bituminous Ma- 
terials (A.S.T.M. Designation: D 113).^ 


^ Under the standardization procedure of the Society, « See “Standard Specifications for Highway Materials 
the*® specifications are under the jurisdiction of the and Methods of Sampling and Testing/^ The Am. Assn. 
k.S.TM» Committee D-4 on Road and Paving Materials. State Highway Officials, Part II, p. 92 (1942). 

* Prior to adoption as standard, these specifications ^ Appears m this publication, see Contents in Numeric 
were published as tentative from 1940 to 1946, Sequence of A.S.T.M, Designations at front of book. 
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(f) Solubility in Carbon Tetrachloride. Bitumen (A.S.T.M. Designation: D 4)^^ 
—Method No. 1 of the Standard except that c.p. carbon tetrachloride 
Method of Test for Determination of shall be used in place of carbon disulfide. 


TABLE I.-REQUIREMENTS FOR CUT-BACK ASPHALT (MEDIUM CURING TYPE) . 


Designation 

Grade MC-0 

Grade MC-1 

Grade MC-2 

Grade MC-3 

Grade MG-4 

Grade MC-S 

Uses 

Note 1 

Note 1 

Notes 

Notes 

Notes i 

Notes 2, 7 






1, 2, 

,4, 6 

2, 3,- 

4, S, 7 

2,3, 

.5,7 




Min. 

Max. 

Min. 

Max. 

Min. 

Max. 

Min. 

Max, 

Min. 

Max. 

Min, 

Max. 

Flash point (Tag open cup), deg. 













Fahr 

100 


100 


ISO 


ISO 


ISO 


ISO 


Viscosity, Saybolt Furol: 













at 77 F. (25 C.), sec 

75 

150 











at 122 F, (SO C.), sec. 



75 

iso 









at 140 F. (60 C.), sec 





ioo 

200 

250 

s66 





at 180 F. (82.2 C.), sec.... 









iis 

2S0 

300 

600 

Distillation test; 













Distillate, percentage by vol- 













ume of total distillate to 680 F. 













(360 C.): 







1 






to 437 F. (225 C.) 


25 


20 


10 


s 


0 


0 

to 500 F. (260 C.). 

‘40 

70 

'25 

65 

'is 

55 

}. "s 

40 


30 


20 

to 600 F. (316 C.) 

75 

93 

70 

90 

60 

87 

i 55 

85 

‘40 

80 

'26 

75 

Residue from distillation to 680 F. 







1 






(360 C.), percentage volume by 













difierence 

50 


60 


67 


73 


78 


82 


Tests on residue from distillation: 













Penetration at 77 F. (25 100 g., 













5 sec. 

120 

300 

120 

300 

120 

300 

120 

300 

120 

300 

120 

300 

Ductility at 77 F. (25 C.), cm.“ . . . 

100 


100 


100 


100 


100 


100 


Solubility in carbon tetrachloride, 













percent 

99,5 


99 , S \ 


99.5 


99.5 


99.5 


99.5 



® If penetration of residue is more than 200 and its ductility at 77 F. is less than 100, the material will be acceptable 
if its ductility at 60 F. is more than 100. 

Note 1.— Used as priming material. 

Note 2.— Used as binder in surface treatments. 

Note 3.— Used as binder in road-mix construction with open-graded aggregate. 

Note 4.— Used as binder in road-mix construction with dense-graded aggregate. 

Note 5. — Used as binder in cold patch mixtures with open-graded aggregate. 

Note 6. — Used as binder in cold patch mixtures with dense-graded aggregate. 

Note 7.— Used as binder in cold-laid plant-mix construction with dense-graded aggregate. 



S tandard Specifications for 
COAL-TAR PITCH FOR STONE BLOCK FILLER^ 



A.S.T.M. Designation: D 112-30 

Adopted, 1930.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 112; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover coal-tar 
pitch suitable for use as a filler between 
stone block in pavements. 

Properties 

2. The coal-tar pitch shall conform to 
the following requirements: 

Water 0.00 per cent 

Softening point (cubc-in-water 

method) 46 to 57 C. (US to 

135 F.)« 

Distillation test: 

Total distillate by weight, 0 to 

300 C. (32 to 572 F.) 14.00 per cent, max. 

Residue by weight 86.00 per cent, min. 

Specific gravity at 38 C. (100.4 F.) 
of total distillate to 300 C. (572 
F.) 1.02 min. 

Softening point (cube-in- water 
method) o f residue from distilla- 
tion test 75 C. (167 F.), max. 

Ductility at SO to 100 penetration,® 
at 25 C. (77 F.) 50 cm., min. 

Total bitumen (soluble in carbon 
disulfide).. 65.0 to 80.0 per cent 


“ The softening point (cube-in-water method) specified 
should have a range of not over 10 F. within the above 
limits. The range, within the limits of 46 to 57 C. (115 to 
135 F.) should vary with the use of the material, for 
example, if used in admixture with sand,^ in a northern 
locality ora southern locality . The softening point range 
within the above limits, should also vary according to the 
character of the paving. ... 

® The penetration of the pitch shall be brought within 
the range of 50 to 100 penetration by heating in an open 
vessel with frequent stirrings at a temperature of not over 
350 F. . ' , 

Methods of Testing 

3. The properties enumerated in these 

563 


specifications shall be determined in 
accordance with the following methods 
of test of the American Society for 
Testing Materials: 

{a) Percentage of Water , — Standard 
Method of Test for Water in Petroleum 
Products and Other Bituminous Mate- 
rials (A.S.T.M. Designation: D 95).® 

(J) Softening Standard Meth- 

od of Test for Softening Point of Tar 
Products (Cube-in-Water Method) (A.S. 
T.M. Designation: D 61).® 

(c) Distillation , — Standard Method of 
Test for Distillation of Tar Products 
Suitable for Road Treatment (A.S.T.M. 
Designation: D 20).® 

(d) Ductility . — Standard Method of 
Test for Ductility of Bituminous Mate- 
rials (A.S.T.M. Designation: D 113).® 

(e) Total Bitumen , — Standard Meth- 
od of Test for Determination of Bitumen 
(A.S.T.M. Designation: D 4).® 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1921 to 1930, being re- 
vised in 1922, 1923, and 1927. Editorially revised and re- 
arranged in 1939. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 



Standard Specifications for 
ASPHALT FILLER FOR BRICK PAVEMENTS* 



A.S.T.M. Designation: B 241 - 43 
Adopted, 1943 

Tins Standard of the American Society for Testing Materials is issued under 
the fixed designation D 241; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover asphalt 
filler for brick pavements. 

General Requirements 

2. The asphalt filler shall be free 
from water and shall not foam when 


Methods of Testing 
4, The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of test of the American Society for Test- 
ing Materials: 


TABLE I.-REQUIREMENTS FOR ASPHALT FILLER. 


Softening point (ring-and-ball method) 

Flash point (Cleveland open cup) 

Penetration: 

0 C. (32 F.), 200 g., 1 min 

25 C. (77 F.), 100 g., 5 sec 

46 C, (US F.), 50g., 5 sec 

Ductility at 25 C. (77 F.), (5 cm.jper min.), cm 

Loss on heating at 163 C. (325 F ), SO g., S hr., per 

cent 

Total bitumen soluble in carbon disulfide, per cent . 
Proportion of bitumen soluble in carbon tetra- 
chloride, per cent 


Grade A 

Grade B 

Min, 

Max. 

Min. 

Max, 

167 F. ( 75 C.) 

185 F. ( 85 C.) 

214 F. (101 C.) 

230 F. (110 C.) 

469 F. (243 C.) 

482 F. (250 C.) 

IS 


12 


30 

40 

23 

32 


80 


47 

3 

1.0 

i.s 

0.3 

99^6 


99I3 


99.0 


99,3 



heated to a temperature of 177 G. 
(350 F.) for grade A, or 230 C. (446 F.) 
for grade B . Grade B is the low-exuding 
type. 

Properties 

3. The filler shall conform to the re- 
quirements prescribed in Table I. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1926 to 1943, being re- 
vised in 1939, 


(a) Sampling . — ^Tentative Methods of 
Sampling Bituminous Materials (A.S. 
T.M. Designation: D 140).® 

{b) Softening Pom/.-— Standard Meth- 
od of Test for Softening Point of Bitumi- 
nous Materials (Ring-and-Ball Method) 
(A.S.T.M. Designation: D 36).® 


* Appears in this publication^ see. Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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(c) Flash Point, — Standard Method 
of Test for Flash and Fire Points by 
Means of Open Cup (A.S.T.M. Desig- 
nation: D 92),^ 

(d) Penetration, — Standard Method of 
Test for Penetration of Bituminous 
Materials (A.S.T.M. Designation: D 5).^ 

{e) Loss . on Heating —Tentsitiye 
Method of Test for Loss on Heating of 
.Oil and Asphaltic Compounds (A.S.T.M. 
Designation: D 6).^ 


(/) . Standard Method of 

Test for Ductility of Bituminous Mate- 
rials (A.S.T.M. Designation: D 113).^ 

(g) Bitumen Soluble in Carbon Disul- 
fide . — Standard Method of Test for 
Determination of Bitumen (A.S.T.M. 
Designation: D 4).^ 

(h) Bitumen Soluble in Carbon Tetra- 
chloride . — Standard Method of Test for 
Proportion of Bitumen Soluble in Car- 
bon Tetrachloride (A.S.T.M. Designa- 
tion: D 165).^ 



Standard Specifications for 
ASPHALT PLANKi 



AoS.T.M. Designation: D 517 - 40 
Adopted, 1940.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 517; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover asphalt 
plank of two types as used for bridge 
floors: 

{a) Plain asphalt plank, and 

(&) Mineral-surfaced asphalt plank. 

Note. — P lain asphalt plank conforming to 
these specifications are also suitable for water- 
proofing protection where a solid bridge floor 
carries ballasted railroad track. 

Manufacture 

2. Asphalt plank shall be formed by 
the extrusion of a mkture of asphalt, 
fiber, and mineral aggregate under 
sufficient pressure to expel the entrapped 
air and form a dense mass. 

Mineral Surfacing 

3. In the case of mineral-surfaced 
asphalt plank, at least 15 oz. per sq. ft. 
of tough, hard, durable, coarse aggregate 
(well-graded from No. 4 (4760-micron)® 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A,S.T.M. Committee D-4 on Road and Paving Materials. 

2 prior to adoption as standard, these specifications 
were published as tentative from 1938 to 1940. 

® Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 


to I in. square-opening sieves) shall be 
embedded under pressure into one sur- 
face of the freshly-extruded hot plank 
to such a depth that none extends above 
the intended wearing surface. The top 
surface of the mineral surfacing shall 
not be covered with the matrix of the 
plank proper. 

Workmanship 

4. The asphalt plank shall be free 
from defects affecting its serviceability 
and appearance; it shall have straight 
edges and square corners. 

Asphalt Cement 

5. The asphalt cement shall have such 
characteristics that, when combined with 
the other ingredients, a plank of desired 
quality will result. 

Fiber 

6. The fibrous material shall consist 
of finely divided whole threads or fiber 
free from, lumps, and when used it shall 
be in a flocculent condition. This fabric 
and fibrous material shall be free from all 
foreign m,aterials such as metal, leather, 
straw, sawdust, cornstalks, or other 
deleterious materials. 
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Mineral Filler 

7. The mineral filler shall consist of 
finely crushed slate, limestone, asbestos, 
silica, or other aggregate which has been 
proven suitable for use with asphalt 
cement in constructing pavement w’^ear- 
ing surfaces. ■ 

Dimensions 

8. , Asphalt plank shall have the dimen- 
sions specified or shown on the plans. 
Tolerances of plus or minus in. in 
thickness, plus or minus | in. in width, 
and plus or minus | in. in length will be 
permitted. 

Note. — The following thicknesses are recog- 
nized as standard: i in., 1 in., IJ in.,l| in,, and 
2 in. 


■Indentation Recorded ■ Maximiim Indentation 
at 1 min., mils , at !0 min., mils 

(to the nearest 1 mil) (to the nearest O.S mil) 

17.. . 28.5 

18 ' 30.0 

19 31.0:' 

20 32.5 

21 33.5 

22 35.0 . 

23.. . 36.5 

24 37.5 

25 ...39.0 

26 ,..40.0-: 

27.. ..41.5 

(c) At 125 F, (51.7 C,)y at the end of 
30 sec. — Not less than 35 mils nor more 
than 70 mils. 

(d) At 125 F. (5L7 C.), at the end of 
300 sec, — Not more than that specified 
in the following table (or interpolated 
therefrom) corresponding to the indenta- 
tion at 30 sec. : 


Absorption 

9. The absorption of asphalt plank 
shall not exceed 1.0 per cent by weight. 

Brittleness 

10. At least 80 per cent of the speci- 
mens of each thickness of plank tested 
shall not show any detrimental cracking 
when tested in accordance with the 
method described in Section 16. 


Indentation Recorded Maximum Indentation 

at 30 sec., mils at 300 sec., mils 

(to the nearest 1 mil) (to the nearest O.S mil) 

35 70.0 

40 77.0 

45 85.0 

50 93.0 

55 100.0 

60 108.0 

65 116.0 

70 125.0 

Sampling and Methods of Testing 


Indentation 

11. The indentation of asphalt plank, 
irrespective of thickness, when sub- 
jected to the loads prescribed in Section 
17, shall be within the following limits: 

(a) At 77 F, (25 C.), at the end of 1 
min.— 'Not less than 12 mils nor more 
than 27 mils. 

(b) At 77 F. (25 C.), at the end of 
10 wm.— Not more- than that specified 
in ' the following table, corresponding 
to the indentation at 1 min.; 

Indentation Recorded Maximum Indentation 

at 1 min., mils at 10 min., mils 

(to the nearest 1 mil) (to the nearest 0.5 mil) 

12.. .. .,...21.5 

13.. ................... 23.0 

■ 14................ 24.0 

IS 25.5 

16.. .................. 27.0 


Sampling 

12. For purpose of tests, three planks 
shall be taken at random by the pur- 
chaser for each 1000 planks, or fraction 
thereof, of each thickness included in the 
shipment. 

Inspection 

13. Plank from each lot shall be exam- 
ined for appearance, straightness of 
edges, and squareness of corners, and 
measured for width and length. They 
shall also be calipered at four scattered 
points each, with a micrometer having 
flat bearing surfaces at both contact 
points of not less than J ,in. in diameter. 
The average of the readings shall be 
considered the thickness of the plank. 
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■Weight of Minerai Surfacing 

, 14. ' The weight of 'mineral aggregate 
shall be determined by removing the 
mineral surfacing aggregate from ,not 
less than 1 sq. ft. of mineral surfaced 
asphalt plank. The aggregate shall be 
cleaned with any suitable solvent, dried, 
and sieved on a No. 8 (2380-micron) 
sieve.^ The amount of aggregate on 
the sieve shall be weighed and the 
weight of aggregate per square foot 
determined. 

Absorption Test 

IS. A specimen 2 by 6 in. shall be cut 
from the asphalt plank in such a manner 
that all edges are freshly cut. The 
specimen shall be accurately weighed 
to the nearest 0.10 g., immersed in water 


TABLE I.— NAIL SIZES REQUIRED FOR 
BMTTLENESS TEST. 


Thickness 
of Asphalt 
Plank, in. 

Nail Size 

A.S.&W. 

Gage 

No. 

Diameter, 

in. 

f 

.. 12 d. 

9 

0.148 

1. 

.. 16 d. 

8 

0.162 

li 

.. 20 d. 

6 

0.192 

i§ 

. . 30 d. 

5 

0.207 

2 

.. 30 d. 

5 

0.207 

for 24 hr., 

removed. 

, and 

the surface 


water wiped off with a slightly dampened 
cloth. The specimen shall then be 
weighed to the nearest 0.10 g. and the 
percentage of absorption determined. 
The time elapsing between the removal 
of the specimen from the bath and its 
weighing shall not exceed 1 min. 

Brittleness Test 

16. Two 6 by 6-in. specimens shall be 
cut from each of the three sample 
planks selected in accordance with 
Section 12. Five of these specimens 
shall be tested as follows: The specimens 
shall be immersed in a water bath and 
mamtained at a temperature of 39 to 
43 F. (4 to 6 C.) for not less than 3 hr., 
and then tested immediately upon their 
removal from the water bath. A 


smooth, common nail of the size specified 
in Table I shall be driven into the face 
at' each of two diagonally opposite 
corners of ^ the specimen not less than 1 J 
in. nor more than 2 in. from each edge, 
but not directly over a piece of mineral 
surfacing aggregate. The specimen 
shall be supported over its entire base 
with a timber block 7 by 7 by 1| in.' 
and the nails shall be driven vertically 
with repeated blows from a 10-lb. weight 
falling freely from a constant height of 
20 in. above the level of the initial top of 
the nail or striking assembly. The 
height shall not be adjusted to com- 
pensate for the increased fall caused by 
the penetration of the nail The nails 
shall be supported by a collar or other 
similar assembly that will hold the nail 
in a vertical position without friction. 
Should a nail strike a piece of aggregate 
covered by the planking matrix, as 
shown by bending of the nail or by its 
deflection from the vertical, the specimen 
shall be discarded and the test repeated 
on a new specimen. The nails shall 
penetrate through the asphalt plank, 
without detrimental cracking, to a depth 
of not less than 1 in, into the timber 
block. Cracking shall be considered 
detrimental when the cracks extend to a 
point nearer than i in. to an edge. 

Indentation Test 

17. Two 6 by 6-in. specimens from 
each set of sample planks selected in 
accordance with Section 12 shall be 
subjected to the following indentation 
tests: The specimens shall be brought 
to a temperature of 77 db 1 F. (25 zb 
0.5 C.) by immersing them in a water 
bath at this temperature for not less 
than 2 hr. nor more than 4 hr. Speci- 
mens shall also be immersed in water at 
this temperature during thedest. , A rod 
or needle with a hemispher.ical.end 1 in. 
in diameter shall be applied to the 
surface (in case of mineral-surfaced 
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plank, the test surface of the specimen, 
shall be the face that does not contain 
mineral surfacing aggregate) of the 
specimen with a load of 2 lb., the speci- 
men being supported on a polished steel 
plate.^ The indentation indicating mi- 
crometer dial shall be adjusted to zero 
and an additional load of 28 lb. applied 
to the rod or needle. The transfer of 
the 28-lb. load to the rod shall be com- 
pleted within 10 sec. following the zero 


^ The indentation test may be made with relatively 
simple apparatus which can be constructed with little 
expense in almost any laboratory. Where convenience 
and portability of the indentation apparatus are particu- 
larly desirable, the portable indenter devised by J. W. 
McBurn.ey for indentation testing of asphalt tile (J. W. 
McBurney, “Indentation of Asphalt Tile,“ Proceedings] 
Am. Soc. Testing Mats, Vol. 34 , Part II, p. 591 ( 1934 )) 
complies with all the above stated requirements for ap- 
paratus to make the test. Adaptation of the McBurney 
indentation test method to asphalt plank has been de- 
scribed in a paper by H. W. Greider and Henri Marc, 
“Indentation and Compression Shear Tests for Determin- 
ing Service Stability of Asphalt Plank,” Proceedings, Am. 
Soc. Testing Mats., Vol. 37 , Part II, p. 530 ( 1937 ). 


adjustment of the micrometer dial. 
The readings of the dial at the end of 1 
min. and 10 min. from the time of appli- 
cation of the total load shall be taken as 
the measure of indentation. The 1-min. 
and 10-min. indentation readings shall 
be taken at three scattered points on 
each specimen. The average of the 
three sets of readings shall be recorded 
as the 1-min. and lO-min. indentations. 
The test shall be repeated at 125 d- 1 F. 
(51.7 ± 0.5 C.), the readings at three 
points being taken at the end of 30 sec. 
and 300 sec. If the average indentation 
of either specimen (or more than one 
single reading of the three made at each 
time period) measured as specified above 
fails to meet the specified requirements 
in any test, the plank represented by the 
sample shall be considered to have failed. 



APPROVED AS 
AMERICAH STAKDARD 

BT THE AMEMCAH STANDARDS ' ASSOCIATIOH 
ASA N04 A373-1943 


Standard Method of Test for 

DETERMINATION OF BITUMEN^ 



A.S.T.M. Designations D 4“42 ^ 

Adopted, 1927; Revised^ 1942.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 4; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ■ 

1. This method of test is intended for 
the determination of bitumen in ma- 
terials containing at least 25 per cent 
bitumen. Bitumen may usually be ex- 
peditiously and accurately determined 
by method No. 1, Section 5. In the case 
of certain native asphalts containing 
finely divided mineral matter, the min- 
eral residue is not easily retained by 
the filter and it is necessary to use 
method No. 2, Section 6, in order to 
obtain accurate results. Method No. 2 
shall not be used unless the filter clogs 
unduly or unless the mineral matter pas- 
sing through the filter exceeds 0.5 per 
cent.' 

Apparatus 

2. The apparatus shall consist of the 
following: 

{d) Gooch Crucible^ approximately 4.4 
cm.: in 'width at the top, tapering to 3,6 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T,M, 
Committee D~4 on Road and Paving Materials. 

2 Prior to its present adoption as standard, this method 

was published as standard from 1911 to 1923 , but with- 
drawn and republished as tentative from 1923 to 1927 , be- 
ing revised in 1926 and 1927. ' 


cm. at the bottom, with a depth of 2.5 
cm. 

(6) Asbestos (amphibole) , Gooch grade, 
acid washed, cut in pieces not exceeding 
1 cm. in length, shredded, and shaken 
up with water. 

{c) Flasks, — ^Two 125-mL conical flasks 
such as Erlenmeyer flasks. 

(d) Filtering Flask, 

(e) Filter Tube, 

. (/) Section of Rubber Tubings to hold 
the Gooch crucible on the filter tube. 

(g) Drying Omn. 

(h) Bunsen Burner, 

(i) Suction Pump, 

(J) Analytical Balance, 

{k) Desiccator, 

Preparation of Sample 

3. The sample shall be representative, 
and if it contains more than 2 per cent 
of water it shall be dehydrated by: dis- 
tillation in a copper still in accordance 
with the Standard Method of Test for 
Water in Creosote (A.S.T.M. Desig- 
nation: D 370) of the American Society 
for Testing Materials,® and the water- 
free distillate returned to the residue. 

. ■ 3 Appears in this publication, see Contents In Numeric 
Sequence.ofA.S.T.M. Designations at front of book. 
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If the material is hard and brittle, it may 
be ground, and dried at a temperature 
below the temperature of volatilization 
of the materiaL 

Preparation of Gooch Crucible 

4, Insert the filter tube in the stopper 
of the filtering flask, set the Gooch 
crucible in the filter tube, and connect 
the flask to the suction pump. , Fill the 
crucible with some of the suspension of 
asbestos in water, allow it partly to 
settle in the crucible, and apply a light 
suction to draw off the water, leaving a 
firm mat of asbestos in the crucible. 
Add more suspended asbestos and repeat 
the process' until a mat is built up that 
weighs, 0.5 ± 0.1 g. after ignition (Note). 
Wash the asbestos mat thoroughly with 
water, dry in the oven and ignite over a 
bunsen burner. Cool the crucible in the 
desiccator, weigh, and replace it in the 
dry filter tube supported in the clean, 
dry filtering flask. 

NoTE.“~-l!i the, determination, the asbestos 
apparently adsorbs irreversibly a small amount ■ 
of soluble bitumen (usually 1 to 5 mg. per gram 
of asbestos) which is not removed by subsequent 
washing with solvent. , The weight of asbestos 
used, therefore, should be kept within the speci- 
fied limits to insure reproducible results. 

Method No, 1 

Procedure 

5, {a) Weigh approximately 2 g. of 
the sample into a tared conical flask, 
and add 100 ml. of c.p. carbon disulfide 
to the flask in 'Small portions with 
continued agitation until all lumps 
disappear and' nothing adheres to- the 
bottom of the flask. Then stopper the 
flask and set aside for IS min. . 

{b) Decant the carbon disulfide solu- 
tion carefully through the asbestos mat 
in the prepared Gooch crucible, with or 
without light suction as may be -neces-- 
sary, retaining as much of the sediment 
as, possible in the conical flask until the 
solution has drained, .through the mat.. 
With a small amount of carbon disulfidep. 
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wash down the sides of the flask and , 
■transfer the sediment and precipitate 
from the flask to the asbestos mat. The 
flask may be scrubbed with a feather if 
necessary in ' order to remove aU of the 
precipitate. Wash the contents - of the-, 
crucible with carbon disulfide until the 
washings are colorless, then apply sue- , 
tion to remove the carbon disulfide. 
Dry the crucible in the oven at 100 to, 
125 C. for 20 min., cool in the desiccator, 
and weigh. The increase in weight over 
the original weight is the weight- of 
matter insoluble in carbon disulfide. 
Ignite the crucible at a red heat and after 
thorough ignition, cool, : and -weigh. 
The weight of the insoluble matter after 
ignition is the weight of ash. 

{c) If insoluble matter adheres to the 
flask, dry the flask, and weigh. - Add the 
increase in weight over the -original 
weight to the weight of insoluble matter 
in the Gooch crucible. 

(d) In case there is any question 
involving the amount of mineral matter 
that may have passed through the filter, 
evaporate the' filtrate, and burn ' the 
bituminous residue. If a carbonate ■ 
mineral is present in the filtrate . . ' ash, 
add to the ash a few drops of ammonium 
carbonate solution, and dry at 100 C., 
then heat for a few minutes to a dull red, 
heat, and cool in the desiccator. ■ Weigh, 
and add the weight of ash obtained to 
the weight of 'matter insoluble in carbon : 
disulfide. 

Note.—Ih the event that water-soluble salts 
which are insoiuble in carbon disulfide are pres- 
ent, the amount of these salts may be determined 
in accordance with the procedure described in 
the 1937 Report of Committee D-4 on Road 
and Paving Materials.^ ■ 

Method No >2 

Procedure 

(i. {a) Weigh approximately 2 g. of 
the sample into a tared conical flask, 

^ Proceedings f Am, Soc. Testing Mats., V'ol. 37, Fart I. 
395 (1937). 
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and treat with, 100 ml of c.p. carbon 
disulfide. , Stopper the flask loosely, and 
shake at intervals until all large particles 
have been broken down. Then allow 
the flask to remain undisturbed for 
48,. hr. . ' . ' 

(b) Decant the solution into a similar 
tared flask, ' taking care to disturb as 
little of the residue as possible. Treat 
the residue in the first flask with 100 ml. 
of c.p. carbon disulfide, shake thor- 
oughly, and allow both flasks to remain 
undisturbed for 48 hr. 

(c) Carefully decant the solution from 
the second flask upon the prepared 
Gooch crucible, filtering without the 
use of suction. Then in a similar 
manner filter the solution from the first 
flask. Wash the filter with fresh carbon 
disulfide. Add carbon disulfide to the 
residue remaining in each flask, shake 
thoroughly, and allow to settle for 24 hr. 

(d) Decant the solutions from both 
flasks through the filter. Again wash 
the residues remaining in the flasks 
with carbon disulfide, decanting and 
filtering the solutions as before. Repeat 


this treatment until the washings are 
practically colorless. , Maintain the tem- 
perature between 20 and 25 C. Dry the 
crucible and the flasks at 100 to 125 C., 
and weigh. The total increase in weight 
over the total original weight is the 
weight of' matter insoluble in carbon 
disulfide. Evaporate the filtrate con- 
taining the bitumen, burn the bitumi- 
nous residue, and weigh. Add the 
weight of ash thus obtained to the weight 
of insoluble matter in the Gooch crucible 
and conical flasks. The sum of these 
weights is the total weight of matter 
insoluble in carbon disulfide. 

Calculation and Report 

7. (a) CalculaHon.— The weight of 
sample taken calculated to a water-free 
basis minus the total weight of matter 
insoluble in carbon disulfide is the 
weight of bitumen. The percentages of 
bitumen and of ash shall be calculated 
on the basis of water-free material. 

(b) Report,— In every case the report 
shall indicate whether method No. I 
or No. 2 has been employed. 
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Standard Method of Test for 

PROPORTION OF BITUMEN SOLUBLE IN CARBON 
TETRACHLORIDEi 



A.S.T.M. Designation: D 16S - 42 
Adopted, 1927; Revised, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 165; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the proportion of bitumen 
soluble in carbon tetrachloride. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Gooch Crucible, approximately 4.4 
cm. in width at the top, tapering to 
3.6 cm. at the bottom, with a depth of 
2.5 cm. 

(b) Asbestos (amphibole), Gooch 
grade, acid washed, cut in pieces not 
exceeding 1 cm. in length, shredded, and 
shaken up with water. 

(c) Masks, — ^Two 125-mL conical 
flasks such as Er lenmeyer flasks . 

(d) Filtering Flask, 

(e) Filter Tube, 

(/) Section of Rubber Tubing, to hold 
the Gooch crucible on the filter tube. 

(g) Drying Omn, 

(h) Bunsen Burner , , 

^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D -4 on Road and Paving Materials. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1923 to 1927, being revised in 1926 
and 1927. 


{i) Suction Pump, 

(J) Analytical Balance. 

{k) Desiccator, 

Preparation of Sample 

3. The sample shall be representative, 
and if it contains more than 2 per cent 
of water it shall be dehydrated by dis- 
tillation in a copper still in accordance 
with the Standard Method of Test for 
Water in Creosote (A.S.T.M. Designa- 
tion: D 370) of the American Society 
for Testing Materials,^ and the water- 
free distillate returned to the residue. If 
the material is hard and brittle, it may 
be ground, and dried at a temperature 
below the temperature of volatilization 
of the material. 

Preparation of Gooch Crucible 

4. Insert the filter tube in the stopper 
of the * filtering flask, set the Gooch 
crucible in the filter tube, and connect 
the flask to the suction pump. Fill the 
crucible with some of the suspension of 
asbestos in water, allow it partly to 
settle in the crucible, and apply a light 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M . Designations at front of book . 
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suction to draw off the. water, leaving a 
firrcL mat of asbestos in the crucible. 
Add more suspended asbestos and repeat 
the process until a mat is built up that 
weighs O.S dz 0.1 g. after ignition 
(Note), Wash the asbestos mat thor- 
oughly with water, dry in the oven, and 
ignite over a bunsen burner. Cool the 
crucible in the desiccator, weigh, and 
replace it in the dry filter tube supported 
in the clean, dry filtering flask. 

Note. — tlie determination, the asbestos ap- 
parently adsorbs irreversibly a small amount of 
soluble bitumen (usually 1 to 5 mg. per gram of 
asbestos) which is not removed by subsequent 
washing with solvent. The weight of asbestos 
used, therefore, should be kept within the 
specified limits to ensure reproducible results. 

Procedure 

S, (a) Weigh approximately 2 g. of 
the sample into a tared conical flask, 
and add in small portions 100 ml. of 
c.p. carbon tetrachloride with continued 
agitation until all lumps disappear and 
nothing adheres to the bottom of the 
flask. Then stopper the flask and set 
aside in subdued light for at least 12 hr. 

(6) Decant the carbon tetrachloride 
solution carefully through the asbestos 
mat in the prepared Gooch crucible, with 
or without light suction as may be 
found necessary, retaining as much of 
the sediment as possible in the conical 
flask until the solution has drained 
through the mat. With a small amount 
of carbon tetrachloride wash down the 
sides of the flask and transfer the sedi- 
ment and precipitate from the flask to 
the asbestos mat. The flask may be 
scrubbed with a feather if necessary in 
order to remove all of the precipitate. 
Wash the contents of the crucible with 
carbon tetrachloride until the washings 
are colorless, then apply suction to 


remove the carbon tetrachloride. Dry 
the crucible in the oven at 100 to 125 C. 
for 20 min., cool in the desiccator, and 
weigh. The increase in weight over the 
original weight is the weight of matter 
insoluble in carbon tetrachloride. 

(c) If insoluble matter adheres to the 
flask, dry the flask, and weigh. Add the 
increase in weight over the original 
weight to the weight of insoluble matter 
in the Gooch crucible. 

(d) In .case there is any question 
involving the amount of mineral matter 
that may have passed through the filter, 
evaporate the filtrate, and burn the 
bituminous residue. If a carbonate 
mineral is present in the filtrate ash, 
add to the ash a few drops of ammonium 
carbonate solution, and dry at 100 C., 
then heat for a few minutes to a dull 
red heat, and cool in the desiccator. 
Weigh, and add the weight of ash 
obtained to the weight of matter 
insoluble in carbon tetrachloride. 

Calculation and Report 

6. (a) Calculation , — ^The weight of 
sample taken calculated to a water-free 
basis minus the total weight of matter 
insoluble in carbon tetrachloride is the 
weight of bitumen soluble in carbon 
tetrachloride. The percentage shall be 
calculated on the basis of water-free 
material. 

(6) Report . — The proportion of bitu- 
men soluble in carbon tetrachloride shall 
be reported on the basis of total bitumen 
taken as 100, as follows: 

p — l>itunieii soluble in carbon tetracMoride 

■ . . total bitumen 

where: 

P = proportion of bitumen soluble in 
carbon tetrachloride. 
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Standard Method of Test for 

DISTILLATION OF TAR PRODUCTS SUITABLE FOR 
ROAD TREATMENT* 



A.S.T.M. Designation: D20-~30 
Adopted, 1930.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 20; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


This method is presented without any defi- 
nition of its scope and accuracy since it is be- 
lieved that it will become applicable to a wider 
range of materials than indicated by the title. 
So far the committee has determined its accu- 
racy on one class of materials and further work 
will be done. 

Appatattis 

1. The apparatus shall consist of the 
following: 

(a) Flask . — A side-neck distillation 
flask, as shown in Fig. 1, having the 
following dimensions: 


Diameter of bulb, outside 86 db 1.5 mm. 

Diameter of neck, inside 22 d= 1 .0 mm. 

Diameter of tubulature, inside. 10 =b 0.5 mm. 

Height of flask, outside 131 ± 1.5 mm. 

Vertical distance bottom of bulb, outside, 
to horizontal tangent at tubulature in- 
side.... 93 ± 1.5 mm. 

Length of tubulature 220 db S.O mm. 

Angle of tubulature .... 73 zh 2 deg. 

Thickness of tubulature wall 1 .0 to 1 .5 mm. 


^ Under the standardization procedure of the Society 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials. ^ 

2 Prior to its present adoption as standard, this method 
was published as tentative from 1911 to 1916, being revised 
in 1916. It was adopted in 1916, revised in 1918, but 
withdrawn and replaced by D 20 - 27 T which was pub- 
lished as tentative from 1926 to 1930, being revised in 1927, 
1928, and 1930. Editorially revised in 1939 and 1942. 


(&) Condenser Tube . — A suitable form 
of tapered glass condenser tube having 
the following dimensions: 


Outside diameter of small end 12.S zt 1.5 mm. 

Outside diameter of large end 28.S db 3,0 mm. 

Length 360.0 dz 4.0 mm. 

Length of tapered part 100,0 d= S.O mm. 


{c) Shield . — A galvanized iron shield, 
lined with l-in. asbestos, of the form 
and dimensions shown in Fig. 2, to 
protect the flask from air currents and 
to prevent radiation. The cover (top) 
may be of transite board made in two 
parts, or it may be of galvanized iron 
lined with |-m. asbestos. 

Note. — The use of the shield with observa- 
tion windows (see the Standard Method of 
Test for Distillation of Cut-Back Asphaltic 
Products (A.S.T.M. Designation: D 402) of the 
American Society for Testing Materials®) is 
permissible. 

{d) Receivers . — Tared Erlenmeyer 

flasks having a capacity of 50 to 100 ml. 

(d) Thermometer . — An A.S.T.M. High 
Distillation Thermometer, total immer- 
sion, graduated in either Centigrade or 

* Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Falireiilieit degrees ,„^as specified, having a' 
range of 0 to 400 C. or 30 to 760 F. and 
conforming to the requirements for ther- 
mometer 8C"-42 or 8F ’-42, respectively, 
as prescribed in the Standard Specifi- 
cations for A.S.T.M. ■ Thermometers 
(A.S.T.M, Designation: E 1).® 

NoTE.—Under certain test conditions the 
bulb of the thermometer may be 50 F. (28 C.) 
above the temperature indicated by the ther- 
mometer, and at an indicated temperature of 
700 F. (371 C.) the temperature of the bulb is 
approaching a critical range in the glass. It is 
therefore not desirable to use this thermometer 
under such conditions at indicated temperatures 
above 700 F. (371 C.) without checking the 
ice point. 


If water is present in excess of 2.0' per 
cent, the bituminous material shall be 
dehydrated before distillation in accord- 
ance with the Standard Method of Test 
for Water in Creosote (A.S.T.M. Desig- 
nation: D 370) of the American Society 
for Testing Materials.'"^ 

Apparatus Assembly 

4. (a) The flask shall be supported 
on a tripod or rings over two sheets of 
20-mesh wire gauze, ISO mm. square, as 
shown in Fig. 3. It shall be connected 
to the condenser tube by a tight cork 
joint. The thermometer shall be in- 
serted through a cork in the neck with 


Inside Diam, * 
U-/l>i 22mm.tWmm» 



Preparation of Sample 

2. The sample, as received, shall be 
thoroughly stirred and agitated, warm- 
ing, if necessary, to insure a complete 
mixture before the portion for analysis 
is removed. 

Dehydration of Sample ■ . . 

3. The material may be tested for 
distillation without dehydration if water 
is present not to exceed. 2.0 per cent. 


the top of the bulb level with the lowest 
point of juncture of the tubulature and 
neck of the flask. 

■■ ' {b) The axis of the, bulb of the flask 
through the center of the neck shall be 
vertical and .the thermometer ^shall be 
aligned on this axis. 

(c) The. distance from- the neck .of 
the flask to the outlet , end of the con- 
denser, tube shall be .not more than 
600 nor less than 5,00 m,m. The burner 
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should be protected from^ drafts by a 
suitable shield or chimney (see Fig. 3). 

Procedure 

5. (a) One hundred grams plus or 
minus 0.1 g. of the sample shall be 
weighed into the flask, the apparatus 


lation of solid distillates. The fraction 
shall be collected at the temperatures 
designated by the specifications. The 
receivers shall be changed when the 
thermometer indicates the maximum 
temperature for each fraction. When 
the maximum specified temperature of 



Shield. 

Flanged Open-End Cylinder 
Made of 22 gage Galvanized 
Iron wiih ^-lnJsbesfos Lining 
Riveted to Metal, 

Fig. 2. —Shield. 


assembled, and heat applied so that the 
first drop comes over in from 5 to 15 min. 
The distillation shall be conducted at 
the rate of between 50 and 70 drops per 
min. and the distillate' collected in 
weighed receivers. (For weighing the 
receivers and fractions, a balance accu- 
rate to at least 0.05 g. shall be used.) 
The condenser tube shall be warmed 
whenever necessary to prevent accumu- 


the test is indicated by the thermometer, 
the flame shall be removed and any oil 
which has condensed in the condenser 
tube shall be drained into the last 
fraction. 

(6) The residue shall be retained in 
the flask with the cork and thermometer 
in position until no vapors are visible, 
and it shall then be weighed. If tests 
of the residue are required, the flask 
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shall then be inclined so that the residue its original position. No correction 
will flow around the sides, thus collecting shall be made for the emergent stem of 
any condensed vapors that may be on the thermometer, 
the sides of the flask, after which the 
residue shall be poured into a suitable 

receptacle and covered. If the residue 6. The results of the distillation test 
becomes so cool that it cannot be poured shall be reported in percentages by 



Fig. 3 — Distillation Apparatus Assembly. 


readily from the flask, it shall be re- 
heated to a temperature not exceeding 
125 C, by holding the bulb of the flask 
in a suitable bath and not by the appli- 
cation of flame. 

(c) During the progress of the distilla- 
tion the thermometer shall remain in 


weight of water-free material. The 
following fractions are usually reported: 

■ Up to 170 C. 

170 to 235 C. 

235 to 270 C. 

270 to 300 C. 

Residue. 
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Standard Method of Test for 
DISTILLATION OF CUT-BACK ASPHALTIC PRODUCTS’^ 



A.S.T.M* Designation: B 402 - 36 
Adopted, 1936.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 402; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended 
for the separation of the volatile and 
nonvolatile portions of cut-back as- 
phaltic products. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Flask , — A side-neck distillation 
flask, as shown in Fig. 1, having the fol- 
lowing dimensions: 


Diameter of bulb, outside. .... 86 db 1 .5 mm. 

Diameter of neck, inside 22 ± 1 .0 mm. 

Diameter of tubulature, inside. 10 ±0.5 mm. 

Height of flask, outside 131 ± 1 .5 mm. 

Vertical distance bottom of 
bulb, outside, to horizontal 
tangent at tubulature, inside. 93 ± 1 .5 mm. 

Length of tubulature 220 ±5.0 mm. 

Angle of tubulature 73±2 deg. 

Thickness of tubulature wall. . 1 .0 to 1 .5 mm. 


(b) Condenser . — A 250-mm. standard 
glass-jacketed condenser. The follow- 
ing dimensions are recommended (see 

Fig- 3): 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D~4 on Road and Paving Materials. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1934 to 1936, being revised in 1936. 
Editorially revised and rearranged in 1939. 


Length of jacket excluding the 
necks 250 ± 5 mm. 

Outside diameter of adapter 
of condenser tube 23 ± 1 mm. 

Length of adapter 75 ± 5 mm. 

Outside diameter of conden- 
ser tube proper 12.5±0.5 mm. 

Over-all length of condenser 
tube including adapter. . . . 475 ± 25 mm. 


{c) Adapter . — An adapter of the 
curved design having a heavy wall 
(1 mm.) and reinforced top glass, with 
an angle of approximately 105 deg,, 
and with a diameter at the large end of 
approximately 18 mm. The outlet end 
shall be ground to an angle of 45 zb 5 
deg. with the inside vertical. 

{d) Shield . — A galvanized iron shield, 
lined with |-in. asbestos, fitted with 
transparent covered windows, of the 
form and dimensions shown in Fig, 2, 
used to protect the flask from air cur- 
rents and to prevent radiation. The 
cover (top) may be of transite board 
made in two parts, or it may be of gal- 
vanized iron lined with f-in. asbestos. 

(e) Receivers . — Graduated cylinders, 
of uniform diameter, with a pressed or 
molded base and a lipped top. The 
over-all height shall be not less than 
579 
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Inside Dim- 

U-./L>! 22mm. 1 10 mm. 



Fig. 1. — Distillation Flask. 



Shield 

Flanged open-end cvJinder Two fnica windows are 

made of 22 gage gafvanized provided af rlghf angles 

iron wifb f-m, asSesfoe lining fo fhe end siof 

riveted to mefaL 

Fig, 2.— Shield. 


tZmm. 
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24,8 cm- (9f in.) Bor more than 26.0 
cm- (lOi in.). The cylinder shall 
be graduated in single milliliters to' 
contain 100 ml., and the graduated 
portion shall be not less than , 17.78 
cm. (7 in.) nor more than 20,32 cm. 
(8 in.) in length. Each fifth gradu- 
ation shall be distinguished by a longer 
line, and the graduations shall be num- 
bered from the bottom up at intervals 
of 10 ml. The graduations shall not be 
in error by more than 1 ml at any point 
on the scale. 

(/■) Thermometer —Ail A.S.T.M. High- 


mixture before the portion for analysis 

is removed. 

Dehydration of Sample 

4. The material may be tested for 
distillation without dehydration if water 
is present not to exceed 2.0 per cent. 
If water is present in excess of 2.0 
per cent, the bituminous material shall 
be dehydrated before distillation in 
accordance with the Standard Method of 
Test for Water in Creosote (A.S.T.M. 
Designation: D 370) of the American 
Society for Testing Materials.® 



Distillation Thermometer, total immer- 
sion, graduated in either Centigrade or 
Fahrenheit degrees as specified, having a 
range of 0 to 400 C. or 30 to 760 F. and con- 
forming to the requirements for ther- 
mometer 8C ~ 42 or 8F - 42, respectively, 
as prescribed in the Standard Specifica- 
tions for A.S.T.M. Thermometers (A.S. 
T.M. Designation: E 1).® 

Preparation of Sample 

' 3. The sample, as received, shall be 
thoroughly stirred and agitated, warm-^ 
ing, if necessary,' to insure a complete 

8 Appears in tljis publication, see Contents in Numeric 
Sequcaocf of A,S.T.M, Desipuittons at front of book. 


Apparatus Assembly 

S. (a) The flask shall be supported 
on a tripod or ring over two sheets of 
20-mesh wire gauze, ISO mm. square as 
shown in Fig. 3. It shall be connected 
to the condenser tube by a tight cork 
joint. The thermometer shall be in- 
serted through a cork in the neck with 
the bottom of the bulb 6.5 mm. (J in.) 
from the bottom of the flask. 

(5) The axis of the bulb of the flask 
through the center of the neck shall be 
vertical and the thermometer shall be 
aligned on this axis. 
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(c) The distance from the neck of the 
flask to the outlet end of the adapter 
shall be not more than 700 nor less' 
than 600 mm. The burner should be 
protected from drafts by a suitable 
shield or chimney (see Fig. 3). 

(d) The adapter shall be adjusted 
over the end of the condenser tube so 
as to conduct the distillate into the 
receiverj and the top of the receiver 
shall be covered closely during the dis- 
tillation with a piece of blotting paper 
or its equivalent, which shall be cut so 
as to fit the adapter tightly. The 
adapter shall extend into the receiver 
at least 2.54 cm. (1 in.) but not below 
the 100-ml. mark. Unless the labora- 
tory air temperature is between 12.8 
and 18.3 C. (55 and 65 F.) the receiver 
shall be immersed up to the lOO-ml. 
mark in a transparent bath maintained 
between these temperatures. 

(e) ‘The condenser tube shall be clean 
and dry. 

Procedure 

6. (a) Two hundred milliliters^ (calcu- 
lated from the specific gravity of the 
material at 15.5 C. (60 F.)) of the sample 
shall be weighed into the flask, the 
apparatus assembled and heat applied 
so that the first drop comes over in 
from 5 to 15 min. The distillation 
shall be conducted at the rate of between 
50 and 70 drops per min., except that 
near the end of the distillation the heat 
input shall not be so rapid as to result 
in a temperature in excess of 360 C. 
(680 F.) after the flame has been 
removed. Should the sample foam, 
the distillation rate will have to be 
reduced, but the normal rate shall be 
resumed as soon as possible, li excess 
foaming persists, the distillation may be 
more easEy controlled by applying the 
flame near the edge of the bulb instead 
of at the center of same. The distillate 
shall be collected in the specified receiv- 
ers, and the volume of distillate at all 

_ ♦In the case of persistently foaming material, one half 
of this amount may be employed. 


specified temperatures recorded. The 
volume of any separated water shall 
also be recorded. When the maximum 
specified temperature of the test is 
indicated by the thermometer, the flame 
shall be removed , and the residue 
poured immediately into a 6-oz. tin 
box, 70 mm. (2f in.) in diameter and 
45 mm. (If in.) in depth (Note), placed 
on its cover to prevent too rapid cooling 
at the bottom. Any oil which may 
remain in the condenser tube shall be 
drained into the last receiver. 

Note. — Containers known in tke drug trade 
as seamless “ointment boxes” may be obtained 
in dimensions conforming to the above require- 
ments. 

(&) As soon as no further vaporization 
is apparent, the residue shall be stirred 
to insure uniformity, and then poured 
into the necessary apparatus for the 
required tests. 

(c) During the progress of the dis- 
tillation the thermometer shall remain 
in its original position. No correction 
shall be made for the emergent stem 
of the thermometer. Temperatures to 
be observed in the distillation test shall 
be corrected for the effect of the altitude 
of the laboratory in which the test is 
made in accordance with the Standard 
Method of Test for Distillation of Gaso- 
line, Naphtha, Kerosine, and Similar 
Petroleum Products (A.S.T.M, Designa- 
tion: D 86) of the American Society for 
Testing Materials.^ 

Report 

7. The results of the distillation test 
shall be reported in percentage by vol- 
ume of water-free material. The fol- 
lowing fractions are usually reported: 

Up to 225 C. (437 F.)/ ^ 

Up to 316 C. (600 F.), and 
■Up to 360 C. (680 F.). - 

Additional fractions may be specified, 
such as: 

"Up to 160 G, (320 F.), ^ 

Up to 175 C. (347 F.), and 
Up to 190 C. (374 F.). 
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Standard Method of Test for 
DUCTILITY OF BITUMINOUS MATERIALS* 



A,S.T.M, Desigaation: B 113 - 44 
Adopted, 1935; Revised, 1939, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 113; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. Tlie ductility of a bituminous mate- 
rial is measured by the distance to which 
it will elongate before breaking when 
two ends of a briquet specimen of the 
material, of the form described in Section 
2, are pulled apart at a specified speed 
and' at a specified temperature. Unless 
otherwise specified, the test shall be 
made at a temperature of 25 ± 0.5 C. 
(77 d= 0,9 F.) and with a speed of 5 
cm. per min. plus or minus 5.0 per cent. 
When, a low- temperature ductility test 
is desired the test shall be made at a 
te,m,peratiire of 4 C. (v?9.2 F.) and at a 
rate of pull of 1 cm, per min. 

Apparatus 

2. (a) MoU . — The mold shall be simi- 
lar in design to that shown in Fig. 1. 
Dimensions shown in Fig. 1 shall be as 
given with the permissible variations in- 
dicated. The mold shall be made of 
brass, the ends h and V being known 
.:as clips, and the parts a and' e' as 


^ Under the sta,n(!ardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee ,D4 on Road and Paving Materials, 

; * Prior to adoption as standard, this method was pub- 
lished as tentative from 1921 to 1935, being revised in 1922, 
192^, 1932, and 1935., ■ , , 


sides of the mold. The dimensions of 
the mold shall be such that, when prop- 
erly assembled, it will form a briquet 
specimen having the following dimen- 
sions; 

Total length 7.45 to 7.55 cm. 

Distance between clips 2.97 to 3.03 cm. 

Width at mouth of clip 1 .98 to 2.02 cm. 

Width at minimum cross- 
section (halfway between 

clips) 0.99 to 1.01 cm. 

Thickness throughout 0 . 99 to 1 . 0 1 cm . 

(J) Wa^er Bath , — The water bath 
shall be maintained at the specified test 
temperature, varying not more than 0.1 
C. (0,18 F.) from this temperature. 
The volume of water shall be not less 
than 10 liters, and the specimen shall 
be immersed to a depth of not less than 
10 cm. and shall be supported on a per- 
forated shelf not less than 5 cm. from 
the bottom of the bath. 

{c) T esting M achine , — For pulling the 
briquet of bituminous material apart, 
any apparatus may be used which is so 
constructed that the specimen will be 
continuously immersed in water as speci- 
fied in Section 3(c), while the two clips 
are pulled apart at a uniform speed, as 
specified, without undue vibration. 
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Procedure 

3. {a) Molding Test Specimen. — The 
bituminous material to be tested shall 
be completely melted until thoroughly 
fluid by heating it in an oil bath main- 
tained at the minimum temperature 
needed to properly liquefy the sample 
(Note). It shall then be strained 
through a No. SO (297-micron) sieve con- 
forming to the requirements prescribed 
in the Standard Specifications for Sieves 
for Testing Purposes (A.S.T.M. Desig- 
nation: E 11) of the American Society 
for Testing Materials^ and, after a 
thorough stirring, poured into the mold. 
The mold shall be assembled on a brass 
plate andy so as to prevent the material 
under test from sticking, the surface 
of the plate and interior surfaces of the 
sides a and a\ Fig. 1, of the mold shall be 


j<- IWcm^O.lctn, 



0.55 to 0.65cm. 


^-'-0.68 to 0. 72 Cm. 
0.99 fo iO! cm. 


I 

□ 


□ 


□ 

l: 


□ 

1 

□ 

1 


Fig. 1. — Mold for Ductility Test Specimens. 

Note.— T he opening in the end of each clip, m indi- 
cated by “x,” shall be half an ellipse having a transverse 
axis of 3.2 ±0.05 cm. and half of the longitudinal axis 
shall be 1.45 to 1.55 cm. 

thoroughly amalgamated. The plate 
upon which the mold is placed shall be 
perfectly flat and level so that the bot- 
tom surface of the mold will touch it 
throughout. In filling the mold, care 
shall be taken not to disarrange the parts 
and thus distort the briquet. In filling, 
the material shall be poured in a thin 
stream back and forth from end to end of 
the mold until it is more than level full. 
It shall be left to cool to room tempera- 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book^ 


ture for a period of from 30 to 40 min, 
and then placed in the water bath main- 
tained at the specified temperature of 
test for 30 min., after which the excess 
bitumen shall be cut off by means of a 
hot straight-edged putty knife or spatula 
so that the mold shall be just level full. 

Note. — When paving asphalt cements are 
being tested, the oil bath shall be maintained 
at a temperature of from ISO to 160 C, (302 to 

320 F.). 

(b) Keeping Specimen at Standard 
Temperature. — The brass plate and 
mold, with briquet specimen, shall then 
be placed in the water bath and kept at 
the specified temperature for a period 
of from 85 to 95 min., when the briquet 
shall be removed from the plate, the side 
pieces detached, and the briquet imme- 
diately tested. 

{c) Testing. — The rings at each end 
of the clips shall be attached to the pins 
or hooks in the testing machine and the 
two clips pulled apart at a uniform speed 
as specified until the briquet ruptures. 
A variation of plus or minus 5 per cent 
from the speed specified will be permis- 
sible. The distance through which the 
clips have been pulled to produce rup- 
ture shall then be measured in centi- 
meters. While the test is being made, 
the water in the tank of the testing 
machine shall cover the specimen both 
above and below it by at least 2.5 cm. 
and shall be kept continuously at the 
temperature specified within plus or 
minus 0.5 C. (0.9 F.). 

Report 

4. (a) A normal test is one in which 
the material between the two clips pulls 
out to a point or thread until rupture 
occurs at the point where the thread has 
practically no cross-sectional area. The 
average of three normal tests shall be 
taken and reported as the ductility of the 
sample. 
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(S) If the bituminous material comes 
in contact with the surface of the water 
or the bottom of the bath^ the test shall' 
not be considered normal The specific 
gravity of the bath shall be adjusted by 
the addition of either methyl alcohol or 
sodium, chloride so that the bituminous 


material does not either come to the 
surface of the water, or touch the bottom 
of the bath at any time during the test. 

(c) If a normal test is not obtainable 
on three successive tests, the ductility 
shall be reported as being unobtainable 
under the conditions of the test. 


AMERICAN- ASSOCIATION STATE 
HIGHWAY OFFICIALS STANBARB 
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Standard Methods of 
TESTING EMULSIFIED ASPHALTS* 



A-S.T.M. Designation; D 244 - 42 
Adopted, 1939; Revised, 1940, 1942.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 244; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods are intended for the 
examination of asphalt emulsions com- 
posed, principally, of a semisolid or 
liquid asphaltic base, water, and an 
emulsifying agent . 

Viscosity 

2. The viscosity of emulsified asphalt 
shall be determined by means of the 
Saybolt Furol viscosimeter. 

Apparatus , 

3, The apparatus shall consist of the 
following: 

(a) Viscosimeter , — A Saybolt Furol 
viscosimeter conforming to the require- 
ments specified in the Standard Method 
of Test for Viscosity by Means of the 
Saybolt Viscosimeter (A.S.T.M. Desig- 


1 Under the standardization procedure of the Society, 
these methods are under the joint jurisdiction of A.S.T.M. 
Committee D-4 on Road and Paving Materials and Com- 
mittee B-S on Bituminous Waterproofing and Roofing 
Materials. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1926 to 1939, being revised in 
1928, 1933. 1934, 1935, 1936, and 1939. 


nation: D 88) of the American Society 
for Testing Materials.® 

(b) Strainer —A 20-m.esh strainer of 
iron wire cloth, framed or miframed. 

Procedure 

4. (a) The viscosity determination 
shall be made at 77 F, (25 C.) and shall 
be expressed in seconds, Saybolt Furol, 
being the time in. seconds for the de- 
livery of 60 ml. of emulsion. 

(b) While the Saybolt Furol viscosi- 
meter is not used for petroleum products 
and lubricants when the time of flow 
is less than 25 sec., this instrument is 
satisfactory for testing emulsified as- 
phalt when the time of, flow is not less 
than 20 sec- 

(c) Preparation of Sample , — The sam- 
ple shall be stirred thoroughly without 
incorporating bubbles in it and then 
poured into a 4-oz. bottle. The bottle 
shall then be placed in the water bath 
at 77 F. (25 C.) for 30 min. and the 
sample then mixed ^ in the .bottle by 
inverting several times, slowly enough 
to prevent bubble formation. The sam- 
ple shall then be poured , into the vis- 

»' Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front .of book. 
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cosity tube through a 20-mesh strainer, 
allowing a smal portion to flow through 
the outlet tube to waste. The cork 
shall then be placed in position, the tube 
filled and without ' again stirring the 
sample the viscosity shall be determined 
as described in the Standard Method of 
Test for Viscosity by Means of the 
Saybolt Viscosimeter (A.S.T.M. Desig- 
nation: D 88) of the American Society 
for Testing Materials.® 


ring burners are requiredsOne approximately 6 in. 
in inside diameter with the holes bored on the 
inside periphery, and one approximately 2 in. 
in diameter with the holes bored on top. 

(b) Connecting Apparatus . — A con- 

necting tube, tin shield, condenser 
trough, condenser tube and graduated 
cylinder, as shown in Fig. 1. * 

(c) Thermometer . — An A.S.T.M. Low- 
Distillation Thermometer, graduated in 
either Fahrenheit or Centigrade degrees 



Fig. 1. --Apparatus Assembly for Distillation Test of Emulsified Asphalts. 


Distillation 

Apparatus 

5. The apparatus shall consist of the 
following: 

: (g) Iron Still. — The iron still shall 
be approximately 6 by 3| in. in inside 
diameter with adjustable ring burner 
having holes on tlie inner periphery to 
fit .around the outside of the still. 

Hote.— A modification of this still is shown 
in Fig. 2; either the still shown in Fig. 1 or that 
shown in Fig. 2 may be used interchangeably. 
It consists of the regular .still with an expansion 
chamber superimposed thereon. Two additional 


as specified, having a range of 30 to 580 
F. or 0 to 300 C. and conforming to the 
requirements for thermometer 7F“39 
or 7C -39, respectively, as prescribed in 
the Standard Specifications for A.S.T.M. 
Thermometers (A.S.T.M. Designation: 
El).® 

Note. — The details of the assembly of 
apparatus for the distillation test are illustrated 
in Fig. 1. 

Procedure 

6. {a) Exactly 200 g. of a well-mixed 
and representative sample of the emul- 
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sion : shall be placed in the previonsly 
weighed iroii' still (inckding lid, clamp, 
thermometer, ; and gasket, if gasket is 
used). , ; 

(b) k gasket of oiled paper may be 
used between the still and its cover or 
the joint ground to ^ a tight fit. The 
cover shall be clamped securely on the 
still. , 



Fig. 2, — Iron Still for Use witL Badly 
Foaming Emulsions. 


{c) The thermometer shall be inserted 
through the small hole in the cover, using 
a cork stopper, so that the end of the 
bulb is I in. from the bottom of the still. 

(d) The ring burner shall be placed 
around the still and the heat applied 
by this means to the top of the still. 
Just enough heat from a bunsen burner 
shall also be applied to the connecting 
tube to prevent condensation, of water 
in this tube.; 

(e) After practically aU the condem 
sate has been removed from the still 


and the temperature of the residue has 
reached 250 F. (121 C.), the position of 
the heat'from the ring burner shall be 
lowered to midway of the still and held 
there until the thermometer reaches 349 
F. (176 C.), The burner shall then be 
rapidly lowered to within -J in. of the 
bottom of the still and the temperature 
increased to and maintained at 500 F. 
(260 C.) for 15 min. This latter period 
of heating is ' necessary , to . insure a 
smooth homogeneous residue in the stiU. 

(/) At the expiration of the heating 
period at the maximum temperature, 
the still and accessories shall again be 
weighed as described in Paragraph (a) 
and the percentage residue calculated 
and reported. The cover shall then be 
removed from the still and suitable 
portions of the residue shall be poured 
immediately through a 297-.micron (No. 
50 ) sieve into suitable molds and con* 
takers for making the required tests. 
The residue in the molds and con- 
tainers shall be permitted to cool, un- 
covered, to laboratory room temperature 
and thereafter tested as described in 
Sections 36 to 40, inclusive. 

Note. — When it appears impossible to dis- 
till. an emulsified asphalt in the still described in. 
Section S (a) due to excessive foaming of the 
emulsion, then the modified still sliown in 
Fig. 2 should be substituted for the still shown 
in Fig. i and the following procedure followed" 
Place the 6-in. bum,er around the larger diameter 
of the still near its top. This serves as a sup- 
port. Place the 4-iii. burner immediately be- 
neath the flare and the 2-m. burner not less than . 
2 in. below the bottom. Distillation is started 
with only the 2-in, burner lighted. Practically 
all of the distillate should be. over in about. 45 
min. When the distillation apparently , stops, 
light the two larger' ring burners and adjust to 
a low flame. Distillation resumes and .when it 
stops again increase the heat; by adjusting the; 
flame of the 2-m. burner. ■ When the tempera- 
ture can be read upon the th:ermom;eter, increase 
the rate of heating by raising the flame on botli 
the. 2 and 4-m, burners and bring the tempem- 
ture to 500 F. ,(260 C). , .. 

If .any evidence is noted of the emulsion be- 
ginning to foam over in the delivery tiibe,,. ,re-. 



589 


Tests for Emulsified Asphalts (D 244 - 42) 


move tbe 2-in. burner quickly and raise a pan of 
water so as to immerse the still bottom, to a 
depth of about 2 in. for a moment which w’ill 
check the foaming. Upon resumption of heat- 
ing, watch delivery tube carefully and repeat 
treatment if necessary. 

When the residue has reached and remained 
at 500 F. (260 C.) for 15 min., proceed as de- 
scribed in Section 6 for the regular still. WMie 
the distillation should, be completed in not less 
than 1 hr. nor more than IJ hr. from the first 
application of heat to the still, the maximum 
stated is not mandatory, as a longer time may 


emulsion by distilling the sample with a 

volatile solvent. 

Apparatus 

8. (a) The apparatus shall consist 
of a metal still or glass flask, heated by 
suitable means and provided with a 
reflux condenser discharging into a trap 
connected to the still or flask. The trap 
serves to collect and measure the con- 
densed water and to return the solvent 



Fig. 3. — Apparatus for Determining Water. 


A 45 to 55 mm. 
B « 14 to 16 mm. 
C- 12 to 16 mm. 
[D « 23S to 255 mm. 
JE 25 to 38 mra. 
F »» 186 to 194 mm, 
B om IS to 19 mm. 


he, required in so,me cases to avoid foaming of 
.the emulsion into the condenser. 

If the residue in the stiil prior to pouring the 
ductility and penetration specimens appears 
granular or heterogeneous in any way, stir with 
a spatula until the material runs from, the 
spatula in strings instead of drops, and then 
pour. 

. , Determination of. Water 
Scope 

, 7. This method of test determines 
ivater existing in a sample of bituminous 


to the still. The type of distilling 
apparatus used is not an essential 
feature of this method. 

(b) Metal Still. — ^The metal still, Fig, 3 
(a), shall be a vertical cylindrical vessel, 
preferably of copper, having a faced 
flange at the top to which the head is 
tightly attached by means of a clamp. 
The head shall be of metal, preferably of 
brass or copper, and be provided with a 
tubulation 1 in. in inside diameter. 

{c) Glass StilL~Th.t glass flask, 
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Fig. 3 (&) 3 shall be of the short neck, 
round-bottom type^ made of well-an- 
nealed glass, having an approximate 
capacity of 500 ml. 

(d) Heat Source.— The burner used 
with the metal still shall be a ring gas 
burner 100 mm. (4 in.) in inside 
diameter. With the glass flask, an 
ordinary gas burner or electric heater 
may be used as the source of heat. 

(e) Condenser . — ^The condenser shall 
be of the water-cooled, reflux, glass-tube 
type, having a condenser jacket not 
less than 400 mm. (ISf in.) in length 
with an inner tube 9.5 to 12.7 mm. (| to 
I in.) in outside diameter. The end of 
the condenser to be inserted in the trap 
shall be ground off at an angle of 30 db 5 
deg. from the vertical axis of the con- 
denser. 

(/) Trap—Tht trap shall be made of 
well-annealed glass, constructed in ac- 
cordance with Fig. 3 {c), and shall be 
graduated from 0 to 2 ml. in 0.1-mL 
divisions, and from 2 to 25 ml. in 0.2-ml. 
divisions. The tolerance of the gradua- 
tions between 0 and 2 ml. shall be plus 
or minus 0.05 ml. and between 2 and 
25 ml, shall be plus or minus 0.1 ml. 

Solvent 

9. The solvent used when testing 
bituminous emulsions shall be a coal-tar 
naphtha or a light oil and shall conform 
to the following distillation require- 
ments, determined in accordance with 
the Standard Method of Test for Dis- 
tillation of Gasoline, Naphtha, Kero- 
sine, and Similar Petroleum Products 
(A.S.T.M. Designation: D 86) of the 
American Society for Testing Materials:® 

98 per cent shall distill between 
248 F. (120 G.) and 482 F. (250 C.). 

Sample 

10. The sample shall be thoroughly 
representative' of the material to be 
tested and the portion of the sample 


used for the test shall be thoroughly 
representative of ' the ■ sample itself. 
Deviation from this requirement shall 
not be permitted. 

Note.— T he difficulties in obtaining proper 
representative samples for this determination 
are unusually great so that the importance of 
sampling cannot be too strongly emphasized. 

Procedure 

11. {a) When the material to be tested 
contains less than 25 per cent of water, 
exactly a 100-g. sample shall be placed 
in the still or flask. When the material 
contains more than 25 per cent of water, 
the sample shall be 50 g. The sample 
to be tested shall be thoroughly mixed 
with an equal volume of solvent by 
swirling, proper care being taken to 
avoid any loss of material 

(J) The connections between the still 
or flask, trap and condenser shall be 
made by means of tight-fitting corks as 
shown in Fig. 3 (a) and {b). The end 
of the condenser inserted in the trap 
shall be adjusted to that position which 
will allow the end to be submerged to a 
depth of not more than 1 mm. (0.04 in.) 
below the surface of the liquid in the 
trap after distillation conditions have 
been established. When the metal still 
is used, a heavy paper gasket moistened 
with the solvent shall be inserted be- 
tween the lid and flange before attaching 
the clamp. A loose cotton plug shall be 
inserted in the top of the condenser tube 
to prevent condensation of atmospheric, 
moisture in the condenser tube. 

{c) Heat shall, then be applied and so 
regulated that the condensed distillate 
falls from the end of the condenser at 
the rate of from 2 to 5 drops per sec. 
The ring burner used with the metal still 
shall be placed, about 3 In. . above the 
bottom of the still at the beginning of the 
distillation and gradually lowered as' the 
distillation proceeds. ; 
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(d) The distillation shall be continued 
at the specified rate until no. water is 
visible on any part of the apparatus 
except at the bottom of the trap. This 
operation usually requires less than 1 
hr. A persistent ring of condensed 
water in the condenser tube shall be 
removed by increasing the rate of dis- 
tiEation for a few minutes. 

Calculation and Reporting of Results 

12. The volume of condensed water 
measured in the trap at room tempera- 
ture multiplied by 100 and divided by 
the weight of sample used, shall be the 
percentage of water and shall be reported 

as per cent water by weight, 

A.S.T.M. Method D 244.” 

Reproducibility of Results 

13. The accuracy to be expected with 
this method is that duplicate determina- 
tions of water should not differ from 
each other by more than one division on 
the trap. 

Settlement 

Apparatus 

14. The apparatus shall consist of the 
following: 

(a) Cylinders , — Two glass cylinders 
of SOO-mL capacity with pressed or 
molded glass base and cork or glass 
stoppers. The outside diameter shall 
be 5.0 d= 0.5 cm. and the cylinders shall 
be graduated at each S-ml. interval to 
the 500-ml. mark. 

{b) Glass Pipette , — A siphon, glass 
tube pipette, 60-mL capacity, form 
optional. 

Procedure 

15. (a) A 500-mL sample, representa- 
tive of the emulsion, shall be placed in 
each of two glass cylinders. The cylin- 
der shall be stoppered airtight and stood 
aside unmolested, at laboratory air 


temperature for 5 days. After standing 
for this 5-day period, approximately the 
first 55 ml of emulsion shaE be removed 
by means of the pipette or siphon from 
the top of each cylinder without disturb- 
ing the balance of their contents. 
Exactly 50 g. of each of the two samples, 
after each has been thoroughly mixed 
separately, shall be weighed into sepa- 
rate 600-inl. low-form glass beakers and 
the asphaltic residue determined by 
evaporation at 325 F. (163 C.) for 3 hr. 
in the apparatus described in the Tenta- 
tive Method of Test for Loss on Heating 
of Oil and Asphaltic Compounds (A.S. 
T.M. Designation: D 6) of the American 
Society for Testing Materials.® 

(5) After removal of the first sample, 
approximately the next 390 ml. shall be 
siphoned off from each of the cylinders. 
The residue remaining in the cylinders 
shall be mixed thoroughly and exactly 
50 g. shall be weighed out from each of 
them and the amount of asphaltic 
residue (all sediment, if any, included) 
shall be determined by evaporation as 
described in Paragraph (a) for the two 
top samples. 

{c) The numerical difference between 
the average percentage of asphaltic 
residue from the two top samples and 
the average percentage found in the two 
bottom samples shall be recorded. 

Demulsibility 
Apparatus and Reagents 

16. The apparatus and reagents shall 
consist of the foUowing: 

(a) Wire Cloth . — Three pieces of 1410- 
micron (No. 14) iron wire cloth approx- 
imately 5 in. square, unframed, having 
wire diameters and openings which con- 
form to the Standard Specifications for 
Sieves for^ Testing Purposes (A.S.T.M.' 
Designation: E 11) of the American 
Society for Testing Materials.® 
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■ (J): Beakers. ’-'Thxet metal beakers of 
600-ml, capacity, each. ' 

■ ■ (^) : Three metal rods, rounded 

ends, approximately 3^ in. in diameter. 

(d) Burette:.— A 50-ml. glass burette 
graduated in 0.1 ml. 

(e) Calcium^ Chloride Solution (0.02 

N). 

(f) Calcium Chloride Solution (0.10 

N)^ 

Procedure 

17. (a) The percentage of residue 
shall be determined by distillation as 
described in Section 6. 

(h) The weight of each assembly of 
beaker, rod, and wire cloth shall be 
recorded. 

(c) Exactly 100 g. of the emulsified 
asphalt shall be weighed into each of 
three 600-mL tared beakers. Over a 
period of approximately 2 min., 35 ml. 
of 0.02 N CaCls solution (if quick-setting 
emulsion is being tested) or 50 ml. of 
0.10 CaCh solution (if mixing type 
emulsion is being tested) shall be added 
to each beaker from a burette. While 
adding the solution of CaCh, the con- 
tents of the beaker shall be stirred 
continuously and vigorously, kneading 
lumps against the sides of the beaker to 
insure thorough mixing of the reagent 
with the emulsion. This operation shall 
be performed after bringing the weighed 
sample of emulsion and the reagent to 
the standard temperature of 77 zfc 1.0 F. 
(25 zh 0.5 C.). 

(d) One of the wire cloths shall be 
fitted over a beaker or other suitable 
vessel and the mixture of emulsion and 
reagent poured through the wire cloth. 
The beaker, containing the sample and 
metal rod, shall be rinsed with distilled 
water. All lumps shall be kneaded and 
broken up and the washing of the beaker, 
rod, and wire cloth shall be continued 
until there is no longer any appreciable 
color imparted to the wash water. ' After 


washing as directed , the beaker, rod, and 
wire cloth used in each individual test 
shall be placed in a drying oven and dried 
at 325 F. (163 C.) to constant weight. 

Calculation 

18. The total weight thus obtained less 
the total tare weight of the beaker, rod 
and wire cloth shall be the weight of the 
residue by the demulsibility test. The 
ratio of the average weight in grams 
from three tests of each individual 
sample of emulsified asphalt, i4, to the 
weight in grams of residue per 100 g. of 
emulsion, B, obtained in the test for 
residue by distillation described in Sec- 
tion 6 multiplied by 100, shall be re- 
corded as the percentage of demulsibility 
of the sample tested: 

Percentage demulsibility — 4 X 100 
Sieve Test 

Apparatus and Reagents 

19. The apparatus and reagents shall 
consist of the following: 

(a) Sieve— A sieve having a 3-in. 
frame conforming to Section 4 (a) and (b) 
of the Standard Specifications for Sieves 
for Testing Purposes (A.S.T.M. Desig- 
nation: E 11) of the American Society 
for Testing Materials,^ and having 840- 
micron (No. 20) wire sieve cloth 
conforming to Section 3 of these 
specifications, 

(b) Pan. — ^A tin box cover or shallow, 
metal pan of appropriate size to fit over 
the bottom of the standard sieve. 

(c) Sodium Oleate Solution (2 per 
cent). — Prepare a 2 per cent solution of 
pure sodium oleate in distilled water. 

Procedure 

20. The weight, of, the sieve and pan 
shall be recorded and the wire cloth ' of 
the No. 20, sieve shall then be wet. with' 
the sodium oleate solution. (2, .per cent). 
Exactly 1000 g. of the emulsified asphalt 
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shal” then be weighed and poured 
through the wire sieve, the container 
and the residue on the sieve being washed 
thoroughly with the sodium oleate 
solution until the washings run clear. 
The pan shall then be placed under the 
sieve and heated for 2 hr. in a drying 
oven ' whose interior temperature is 
220 F. (105 C.), then cooled in a desk-- 
/cator, and weighed. , 

Calculation 

21. The total weight of the sieve, pan, 
and' residue in grams less the combined 
tare weight of the sieve and pan, is the 
weight of the residue by the sieve test. 
The percentage .of residue retained on 
the sieve shalTbe calculated from this 
weight 

' MisciBiLixy WITH Water 

, HotE'-^THs test, is not applicable to the so- . 
called quick-setting type of emulsions. 

.Procedure 

22. To about 50 ml of ' the emulsion 
shall be gradually added about 150 ml. 
of distilled water, stirring' the mixture 
while adding: the water. The tempera- 
ture is not important but should- be 
between 21 and 25 C. (70 and 77 F.). 
The mixture shall be allowed to stand 
for 2 hr. and then . examined for any 
.. appreciable coagulation . of the asphalt 
. content of the emulsion. 

Modified Miscibility with Water 
Scope 

23. This method of test- covers the 
procedure for determining,. .the misci- 
.bility with water of medium'-setting 
and slow-setting types of asphalt emul- 
sions. This test is not, applicable to 
the. quick-setting, type, of asphalt emul- 

'■ sions.' 


Apparatus 

24 . The apparatus shall consist of the 

following: 

■ (a) Graduate, — 50-mL graduated 

cylinder. 

■ (b) Beaker— k 400-ml. GrifKn' low- 
form glass beaker. 

(c) Glass Tubes — Thre^ , glass' tubes, 
7 mm., ill outside diameter, 5 mm. in 
inside diameter, and 15 /cm,/:in length, 
fitted with suitably bored No. .8 corks, 
adjusted as described in Section 25. 

(d) Supporting Strip,— A strip of 
metal or wood, ■ approximately ,15 'cm. 
in ■ length, ' 2.5 cm., in width, and ■ 0.5 
cm. in thickness, with , a: hole 10 mm. in 
diameter in the center. 

. (e) Crucibles,— Three ■ 15 or . 25-mI. 
porcelain crucibles, or' three 30-mL 
beakers of heat-resistant glass.'^ 

. ■ (/) Oven — A , constant , temperature 
oven .as described in . the , Tentative 
Method of Test for Loss on Heating of 
Oil and Asphaltic. Compounds '(A.S.T.-M. 
Designation: D 6) of the American 
Society for Testing Materials.® 

(g) Balance— An .analytical ' balance 
accurate to 0.1 mg. 

Assembly of Apparatus 

25 . ' Adjust the position of the. corks, 
on the glass tubes by measuring 200 ml. 
of distilled 'water at 20 to 25 C. into 
the 400-ml. beaker, 'placing the support- 
ing strip across the top of the beaker, 
inserting a tube through the hole, and 
adjusting the position of the cork so 
that whendhe tube is s'upported by the 
cork resting on the supporting strip, 
the lower end of the tube is immersed 
in the water to a depth of 1 cm. below 
the surface. In the same manner, ad- 
just the second and third tubes so that 
the depth of immersion is 2.5 and 4.6 
cm., respectively. 

4 Pyxex glass is very satisfactory for this purpose. 
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Note,— D ue to slight diSerences in height 
and diameter of 400-mL beakers as obtained 
Commerdallyj it may be necessary to readjust 
the tubes when used in different beakers. In 
any event, the third or bottom .tube shall project 
into the emulsion so that the tip is within 1 to 1.5 
mm, of the bottom of the beaker. 

Procedure- 

26. (a) Measure SO ml. of the emulsion 
at a temperature of 20 to 25 C. into the 
graduated cylinder and transfer to the 
400-mL beaker. Wash the graduate 
with three 50-ml. portions of distilled 
water at 20 to 25 C. and add the wash- 
ings to the beaker, bringing the final 
volume to 200 ml. Stir the emulsion 
and water with a glass rod until uni- 
formly mixed, cover the beaker with a 
watch glass, and allow the mixture to 
stand undisturbed for 2 hr. 

(b) Weigh the three crucibles or 
30-ml. beakers, and a watch glass for 
each, to the nearest 0.1 mg. After the 
diluted emulsion has stood for 2 hrs., 
remove the watch glass and place the 
supporting strip across the top of the 
400-ml. beaker. Take a sample of 
approximately 1 g. from the top layer 
and transfer to one of the crucibles or 
beakers, using the first or 1-cm. depth 
tube as a pipette. Close the top of the 
tube with the finger, insert the tube to 
the proper depth, remove the finger 
while the emulsion rises in the tube, 
and then replace the finger on top of 
the tube so that when the tube is re- 
moved its contents of emulsion will be 
pipetted from the beaker. After re- 
moval, wipe off the adhering liquid on 
the outside of the tube with filter paper 
before transferring the sample to the 
crucible. In like manner, take samples 
from the middle and bottom of the 
diluted emulsion, using the second and 
third tubes, respectively. Weigh the 
crucibles with their accompanying sam- 
ples of emulsion, and determine the 


weight of each of the three samples by 
difference. Cover the , crucibles with 
watch glasses to retard evaporation. 

, (c) Remove the watch glasses from 
the crucibles and place the samples in 
the oven at 163 C. for 2 hr., then re- 
move, cool, and weigh. 

CalculatioES and Report 

27. Calculate the percentage of asphalt 
residue in the top, middle, and bottom 
levels. Report the maximum numerical 
difference in percentage of asphalt con- 
tent between any two of the three levels. 

Cement Mixing 

Scope 

28. This method of test is intended 
for determining the amount of coagula- 
tion when Portland cement is mixed 
with the slow-setting type of asphalt 
emulsions for fine aggregate mixes. 
This test is not applicable when 2 
per cent or more coagulation is antici- 
pated. 

Apparatus 

29. The apparatus shall consist of the 
following: 

(a) Sieves , — A 177-micron (No, 80) 
sieve and a 1410-micron (No. 14) sieve, 
made of iron wire cloth having wire di- 
ameters and openings conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Desig- 
nation: E 11) of the American Society 
for Testing Materials.® 

■ (b) Dish , — A round-bottom iron dish 
or a kitchen saucepan of approximately 
500-mL capacity. 

(c) Stirring Rod— A steel rod with 
rounded ends, approximately in. in 
diameter. 

(d) Graduate— A lOO-ml. graduated 

cylinder. 

Cement 

30. The high-early-strength portland 
cement' used in the test shall conform to 
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the requirements for type III of the 
Standard Specifications for Portland 
Cement (A. S.T.M. Designation: C 150) 
of the American Society for Testing 
Materials,^ and shall have a minimum 
specific surface area of 1900 sq. cm. 
per gram. 

Procedure . 

'31. (a) Dilute the' emulsion to be 
tested with distilled water to a residue 
of 55 per cent as determined by either 
distillation^ or evaporation for 3 hr. at 
163 C. 

(b) Sieve a portion of the cement 
through the 177-micron (No. 80) sieve. 
Weigh 50 g. of the cement passing the 
177-micron sieve into the iron dish. 

(c) Add 100 ml. of the diluted emul- 
sion to the cement in the dish and stir 
the mixture at once with the steel rod, 
using a circular motion, making 60 
complete revolutions during 1 min. 
Immediately at the end of the 1-min. 
mixing period, add 150 ml. of distilled 
water and continue the stirring for 3 
min. The ingredients and apparatus 
shall be maintained at a temperature of 
approximately 25 C. during the mixing 
period. 

(d) Pour the mixture through the 
tared 1410-micron (No. 14) iron sieve, 
of approximately 3 in. diameter and rinse 
by pouring distilled water from a recep- 
tacle held at a height of approximately 
6 in. Place the sieve in a tared shallow 
pan, heat at 163 C. in an oven until dry, 
and weigh.: 

Report 

32. Report the weight in grams of the 
material retained on the sieve and in 
the pan as the percentage of the emul- 
sion broken. 

Coating Test 

Note.— “T his test is applicable only for emul- 
sions containing . a base of .asphalt of semisolid 
consistency. It is not applicable to the so- 
called quick-setting type of emuiaons. 


Apparatus and Material 

. 33. The apparatus and material re- 
quired shall consist of the following: ■ 

(а) Screens. — Standard |-in. and J-in.' 
round-hole screens conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11) of the American Society 
for Testing Materials.® 

(б) Spatula. — K steel spatula or its 
equivalent, blade approximately 8 in. in 
length. 

{c) Dish . — A round-bottom, iron dish 
or a kitchen saucepan, approximately 
1-qt. capacity. 

{d) Stone. — A supply of reference 
stone (hard limestone, trap rock, or 
other type) which has been washed with 
water and dried before using. The 
grading of this stone shall be such that 
it will all pass through a standard f-in. 
screen and not more than 5 per cent 
will pass through a |-in. screen. 

Note. — Each laboratory shall select its own 
reference stone supply, the source of which is 
not apt to change. This is to obviate rapid 
changes in the character of reference stone used 
in any one laboratory. 

Procedure 

34. (a) Exactly 465 g. of the washed 
and dried graded stone, shall be weighed 
and placed in the metal pan. 

(6) A 35-g. sample of the emulsion 
shall then be added to the stone in the 
pan and mixed vigorously with the 
spatula for 3 min. 

(c) Record whether or not there is 
appreciable separation of the asphaltic 
base from the water of the emulsion and 
whether or not the stone is . uniformly 
and thoroughly coated with the emulsion. 

Freezing .Test , 

Procedure 

35. {a) Approximately 400 g. of the 
emulsion shall be placed in a clean 
metal container, such as a 1-pt. press- 
top tin. 
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: {b) The emulsion. in the closed con- 
tainer shall bc : exposed to a temperature 
of 0' F. (— 17.8 G.) for twelve consecu- 
tive hours. 

(c) At the expiration of the freezing 
period^ the emulsion shall be permitted 
to thaw by exposure of the container to 
the temperature of the laboratory. 

■ (i) After the first operation of freez- 
ing and thawing, the , procedure shall be 
repeated twice, so that the emulsion will 
have been subjected to three cycles of 
freezing and thawing. 

, (e) After the third cycle, the emulsion 
may be homogeneous or may have sepa- 
rated into distinct layers which cannot 
be rendered homogeneous by stirring at 
laboratory temperature. 

(/) The result of this test shall be 
reported as either ‘Tlomogeneous'^ or 
^‘Broken.” 

Penetration of Residue 

36. The penetration shall be deter- 
mined upon a representative portion of 
the residue in accordance with the 
Standard Method of Test for Penetra- 
tion of Bituminous Materials (A.S.T.M. 
Designation: D 5) of the American So- 
ciety for Testing Materials.® 

Solubility of Residue 

37. The solubility in carbon disulfide 
shall be determined upon a representa- 


tive portion of the residue in accordance 
with the Standard Method of Test for 
Determination of Bitumen (A.S.T.M. 
Designation: D 4) of the American So- 
ciety for Testing Materials.® 

Ductility of Residue 

38. The ductility shall be determined 
upon a’ representative portion of the 
residue in accordance with the Standard 
Method of Test for Ductility of Bitu- 
minous Materials (A.S.T.M. Designa- 
tion: D 113) of the American Society 
for Testing Materials.® 

Specific Gravity' of Residue 

39. The specific gravity shall be deter- 
mined upon a representative portion of 
the residue in accordance with the 
Standard Method of Test for Specific 
Gravity of Road Oils, Road Tars, 
Asphalt Cements, and Soft Tar Pitches 
(A.S.T.M. Designation: D 70) of the 
American Society for Testing Materials.® 

Ash in Residue 

40. The ash shall be determined upon 
a representative portion of the residue 
in accordance with the rapid routine 
method of ash determination, as de- 
scribed in Section 5 of the Standard 
Methods of Analysis of Grease (A.S, 
T.M. Designation: D 128) of the Ameri- 
can Society for Testing Materials.® 


5 1946 Book of A.S.T.M. Standards, IXart IILA. 
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Standard Method of 
FLOAT TEST FOR BITUMINOUS MATERIALS* 



A.S.T.M. Designation: B 139-27 
Adopted, 1927.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 139; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the float test 
for bituminous materials. 


Apparatus 


2. (a) FloaL— Tilt float (Fig. 1) shall 
be made of aluminum or aluminum alloy 
and shall be in accordance with the fol- 
lowing requirements: 


Total height of float, 

mm 

Height of rim above 
lower side of 

shoulder, mm 

Thickness of shoul- 
der, mm 

Diameter of open- 
ing, mm 


Min. 

37.70 

Normal 

37.90 

Max. 

38.10 

34.0 

35.0 

36.0 

26.5 

27.0 

27.5 

1.3 

1,4 

1.5 

11.0 

11. 1 

11.2 


(&) Collar.— i:hQ collar (Fig. 1) shall 
be made of brass and shall be in accord- 
ance with the following requirements: 


Weight of collar, g. . . 
Over-all height of 

; collar, mm 

Inside diameter at 
bottom, mm... . . . 

Inside diameter at 
top, mm 


Min. 

Normal 

Max. 

9.60 

9.80 

10.00 

22.3 

22.5 

22.7 

12:. 72 

12.82 

12.92 

9.65 

9.70 

9.75 


^ Under the .standardization procedure of the Society, 
this method is under the jurisdiction , of. the A.S.T.M. 
Committee D-4 on. Road and leaving Materials. 

® Prior to adoption as .standard, this .method was pub- 
lished as tentative from 1922 to 1927, being.revised in 1923, 
1924, 1925, and 1927. .Editorially revised m 1939. . 


The top of the collar shall screw up 
tightly against the lower side of the 
shoulder. 

(c) Calibration of Assembly. —Tht as- 
sembled float and collar, with the collar 
filled flush with the bottom and weighted 
to a total weight of 53.2 g., shall float 
upon water with the rim 8.5 ± 1.5 mm. 
above the surface of the water. Dimen- 
sions of the apparatus additional to 
those required above are given in Fig. 1. 

(d) Thermometer.— An A.S.T.M. Low 
Softening Point Thermometer, gradu- 
ated in either Centigrade or Fahrenheit 
degrees as specified, having a range of 
-2 to +80 C. or +30 to +180 F. and 
conforming to the requirements for ther- 
mometer 15C-39 or 15F~39, respec- 
tively, as prescribed in the Standard 
Specifications for A.S.T.M. Thermo- 
meters (A.S.T.M. Designation: E l).® 

{e) Bath . — The diameter of the bath 
and the depth of water shall be at least 
185 mm. 

Preparation of Sample ■ 

3. {a) The brass collar shall be placed 
with the smaller end on a brass plate 


5 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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whicli has been previously amalgamated 
with mercury by first rubbing it with a 
dilute solution of mercuric chloride or 
nitrate, and then with mercury. 

(6) The sample shall be completely 
melted at the lowest possible tempera- 
ture that will bring it to a sufficiently 
fluid condition for pouring, excepting 
creosote-oil residues, which shall be mixed 


water maintained at S C. for 5 min., 
after which the surplus material shall be 
removed by means of a spatula, or steel 
knife, which has been slightly heated. 
The collar and plate shall then be placed 
in a tin cup containing ice water main- 
tained at S rh 1 C., and left in this bath 
for at least 15 min. 

{d) Tar Pr(?dMf;fo.-“*Tar products shall 


Thermometer-^ 



Q2.0±2Dmm. - 


Tapered 
to make 


Assembly. 



Weight''' 


% 


j' mm , ' 


L4±0Jmm.^ 


Floab. 

(Aluminum) \ 

9.70 \lSfandard 


LdOiO.IO 


iO.OS 


o' 


Thread 


Tapered 
to make 
Weight''' 

/40±OJO 

mm. 



I - ml 

/ ' OJO 
mm. 

Collar. 

( Brass) 


Weight of Float, 37.90 ± 0.20 g. 
Weight of Co/iar, 9. 80 1 0. 20 g. 


Fig. L—Float Test Apparatus. 


and poured at a temperature of 100 to 
125 C. It shall be stirred thoroughly 
until it is homogeneous and free from 
air bubbles. The sample shall then be 
poured into the collar in any convenient 
manner until slightly more than level 
with the top. 

(c) Asphalt and Asphalt Products . — 
Asphalt and asphalt products shall be 
cooled to room temperature, placed in 


be immediately immersed in ice water 
maintained at 5 C. for 5 min., after 
which the ’ surplus material shall be 
removed by means of a spatula or steel 
knife, which has been slightly heated. 
The collar and plate shall then be placed 
in a tin cup containing ice water main- 
tained at 5 ± 1 C., and left in this bath 
for at least 15 min. 
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Procedure 

4. (a) The bath shall be filled with 
water and . the water heated to the tem- 
perature at which the test is to be made. 
This temperature shall be accurately 
maintained and shall at no time through- 
out the test be allowed to vary more than 
0.5 C. from the temperature specified. 

(J) After the material to be tested has 
been kept in the ice water for not less 
than 15 min. nor more than 30 min., the 
collar with its contents shall be removed 
from the plate and screwed into the 
aluminum float and immersed in water 
at 5 C. for 1 min. Any water shall then 
be removed from the inside of the float 


and the latter immediately floated, in 
the warm bath. As the plug of material 
becomes warm and fluid, it is forced 
upward and out of the collar until the 
water gains entrance' into the saucer and 
causes it to sink. 

(c) The' time in seconds between 
placing the apparatus on the water and 
when the water breaks through the 
material shall be determined by means 
of a stop watch, and shall be taken as a 
measure of the consistency of the mate- 
rial under examination. 

Note. — S pecial precaution should be taken 
to insure the collar fitting tightly into the float 
and to see that there is no seepage of water 
between the collar and float during the test. 
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Standard Method of Test for 
PENETRATION OF BITUMINOUS MATERIALS" 



A.S.T.M. Designation: D 5 - 25 
Adopted, 1911; Retoed, 1916, 1921, 1925.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 5; the final number indicates the year of original 
adoption as standard or in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
the determination of the penetration of 
bituminous materials. 

Definition 

2. Penetration is defined as the con- 
sistency of a bituminous material, ex- 
pressed as the distance that a standard 
needle vertically penetrates a sample of 
the material under known conditions of 
loading, time, and temperature. Where 
the conditions of test are not specifically 
mentioned, the load, time, and tem- 
perature are understood to be 100 g., 5 
sec., 25 C. (77 F.), respectively, and 
the units of penetration to indicate 
hundredths of a centimeter. 

Apparatus 

3. The apparatus shall consist of the 
following: 

(a) Container , — A container, in which 
the sample is tested, made of metal or 
glass, cylindrical in shape, and having a 
flat bottom. Its inside dimensions shall 
be substantially as follows: 55 mm. (2.17 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M, 
Coromittee D-4 on Road ana Paving Materials- 

2 Editorially revised in 1939. 


in.) in diameter, and 35 mm. (1.38 in.) 
in depth. 

Note. — Containers known in the drug trade 
as seamless ^‘ointment l3oxes” may be obtained 
in dimensions conforming to the above require- 
ments. 

(5) Needle . — A needle (Fig. 1) made 
from a cylindrical steel rod approxi- 
mately 50.8 mm. (2 in.) in length, 
and 1.00 to 1.02 mm,« in diameter. It 
shall be symmetrically tapered at one. 
end to a cone approximately 6.35 mm. 
(I in.) in height and whose angle shall 
be within the range of 8 deg. 40 min. 
and 9 deg. 40 min. After tapering, the 
point shall be ^^blunted’^ by grinding off 
to a truncated cone, the smaller base of 
which shall be from 0.14 to 0.16 mm. in 
diameter. The finished needle shall be 
hardened and highly polished. , 

Note. — T he National .Bureau of Standards 
will measure and certify the accuracy of pene- 
tration needles in accordance with the per- 
missible variations given. 

(c) Water Bath—k water bath main- 
tained at a temperature not varying 
more than 0,1 C. from 25 ,C. .Thevolume, 
of water shall be not less than 10 liters. 
The sample shall be immersed in the 
bath to a depth of not less than 10 cm. 
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(4 in.) and shall be supported on a per- 
forated shelf not less than. 5 cm. (2 in.) 
from the bottoni of the bath. 

(d) Penetration Ap far atm. — Any ap- 
paratus which will allow the needle to 
penetrate without appreciable friction, 
and which is accurately calibrated to 
yield results in .accordance with the defi- 
nition of penetration, will be acceptable, , 

: {e) Transfer/Dish for Container . — The 
transfer dish for container shall be a 
small dish or tray of such capacity as 
will insure complete immersion of the 
container during the test. It shall be 
provided with some means which will 
insure a firm bearing and prevent rock- 
ing of the container. 


0J4 k) 0./6 mm.^ 
.LOO h L 02mm, SW Lo 9^401 \ 

f t / 

V ^r— 


3C 


!<. — 


approxfmahly 
50.8 mm (2T' 





Fig. 1. — Needle for Penetration Test. 

Preparation of Sample 

4. The sample shall be completely 
melted at the lowest possible tem- 
perature and stirred thoroughly until 
it is homogeneous and free from air 
bubbles. It shall then be poured into 
the sample container to a depth of not 
less than 15 mm. (f in.). The sample 
shall be protected from dust and allowed 
to cool in an atmosphere not lower than 
18 C. (65 F.) for 1 hr. It shall then be 
placed in the water bath along' with the 
transfer dish and allowed to remain 1 hr. 

Proceittre 

5. (a) In making the test the sample 
shall be placed in the transfer dish filled 
with water from the water bath of suffi- 


cient depth to completely cover the con- 
tainer. The transfer dish containing the 
sample shall then be, placed^ upon thC' 
stand of the penetration machine. The 
needle loaded with the specified weight, 
shall be adjusted to make contact with 
the surface of the sample. This may 
be accomplished by making contact of 
the actual needle point with its image 
reflected by the surface of the sample 
from a properly placed source of light. 
Either the reading of the dial shall then 
be noted or the pointer brought to zero. 
The needle shall then be released for the 
specified period of time, after which the 
penetration machine shall be adjusted 
to measure the distance penetrated. 

(6) At least three tests shall be made 
at points on the surface of the sample 
not less than 1 cm. (| in.) from the side 
of the container and not less than 1 cm. 
(f in.) apart. After each test the sample 
and transfer dish shall be returned to 
the water bath and the needle shall be 
carefully wiped toward its point with a 
clean, dry cloth to remove all adhering 
bitumen. The reported penetration 
shall be the average of at least three 
tests whose values shall not differ more 
than four points between maximum and 
minimum. 

(<;) When desirable to vary the tem- 
perature, time and weight, and, in order 
to provide for a uniform method of re- 
porting results when variations are made, 
the samples shall be melted and cooled 
in air as directed in Section 4. They 
shall then be immersed in water or brine, 
as the case may require, for 1 hr, at the 
temperature desired. The following 
combinations are suggested: 

At 0 C. ( 32 F.) 200-g. weight, 60 sec. 

At 46.1 C. ( 115F.) 50-g. weight, 5 sec. 
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RESIDUE OF SPECIFIED PENETRATION' 



A.S.T.M. Designation: D 243 - 36 
Adopted, 1936.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 243; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
the determination of percentage of resi- 
due having a specified penetration at 100 
g., 5 sec., 25 C. (77 F.), obtained by 
heating a road oil or a semisolid asphalt 
having a penetration of more than 100, 
at a temperature of 249 to 260 C. (480 
to 500 F.). When the penetration of 
the residue is not otherwise stated it 
shall be understood to be 100. The 
residue obtained is available for tests as 
desired. 

Apparatus 

2. The apparatus shall consist of a 
container, heating bath, hot plate, and 
thermometer, with necessary accessory 
apparatus as follows: 

(fl) Container , container in 
which the sample is to be tested shall be 
a flat-bottom, cylindrical seamless tin 
box, 70 mm. (2|in. in diameter and 45 
mm. (If in.) in depth. 

. Note,— Containers known in the drug trade 
as seamless ^‘ointment boxes” may be obtained 
in dimensions confonning to the above require- 
ments.' , 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M, 
Committee D-4 on Road and Paving Materials. 

* Prior to adoption as standard, this method was pub- 
liAed as tentative from 1926 to 1936, being revised in 1928, 
1932, and 1935. Editorially revised in 1939. 


(J) Heating Bath—Th^ heating bath^ 
shall be a cast-iron air bath permitting 
the immersion of the container to a 
depth of IJ in. through an opening A 
in. larger in diameter than the container. 
It shall support the container | in. above 
.the hot plate and with at least | in. free 
air space between the sides of the con- 
tainer and of the air bath below the 
opening. A suitable air bath is shown 
in Fig. 1. 

(c) Hot Plate,— Tht air bath, shall be 
heated upon a suitably mounted hot 
plate, heated either electrically or by 
means of a gas flame. The plate shall 
be capable of maintaining the. sample 
continuously at the required tempera- 
ture, and apparatus necessary to fulfill 
this requirement, 'such .as a rheostat or 
gas pressure regulator, shall be provided. 

{d) T'hermowieter.—Kn A.S.T.M. Open 
Flash Thermometer, graduated in either. 
Centigrade or Fahrenheit, .degrees as 
specified, having a range, of —.6 to -f-400 
C. or +20, to +7,60 F. and conforming 
to the requirem..ents for thermometer 
lie - 42. or' .IIF - 42, respectively, as 
prescribed in the Standard Speci,fications 
for A.S.T.M. Ther.mo.m.eters (A.S.T.M. 
Designation: E 1).® 

* App,ears iii this publication, see eo.ntents in, Numeric 
.Sequence of A.S.T.M. Designations at front of book. 
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Preparation of Sample ; 

3. The sample as received shall be 
thoroughly stirred and agitated, to in- 
sure a complete mixture before the por- 
tion for testing is removed. 

Procedure 

4 (a) A 100.00 zh 0.10-g. sample of 
the material to be tested shall be weighed 
into a tared container, which shall then 



be placed in the air bath in position to 
be heated.. The thermometer shall be 
supported in the .sample equidistant 
from the sides of the container and with 
the bottom of the bulb neither more than 
I in. above nor touching the bottom of 
the. container. The bulb shall be com- 
pletely immersed in the sample through- 
out the heating. An assembly of the 
apparatus is .shown in Fig. 2, 

■ (b) T,lie sample shall be heated as 
rapidly as possible ' without foaming 


to a temperature of 249 C; (480 F.) and 
during the evaporation, the temperature 
shall be maintained between 249 C. (480 
F.)- and 260 C. (500 F.). The sample 
shall be stirred with the thermonie ter 
from time to time to prevent local over- 
-heating and, to maintain a homogeneous 
sample, all cakes of hardened bitumen 
which form at the sides of the container 
shall be fluxed in the sample. 



Fig. 2. — Assembly of Apparatus. 


(c) An experienced operator can judge 
approximately what percentage of resi- 
due he should obtain to secure the de- 
sired penetration. When it is supposed 
that the residue will show the required 
penetration, the bitumen on the ther- 
mometer which m.ay be readily scraped 
off shall be returned to the container, 
which then shall be removed 'from the 
air bath, cooled, and weighed. The 
penetration of the residue shall then be 
determined in accordance with the 
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Standard Method of Test for . Penetra- 
tion of Bituminous Materials (A.S.T.M. 
Designation: D 5) of the American So- 
ciety for Testing Materials,® with the 
exception that the 6-oz. container speci- 
fied in Section 2 (a), in which the evapo- 
ration has been conducted, shall be used 
instead of the 3-oz. container specified 
in the Standard Method D S. 

(d) It frequently is necessary to make 
several trials before a residue of the re- 
quired penetration is obtained. If it is 
determined to be greater than that re- 
quired, all water shall be removed from 
the container and the surface of the 
sample, and the heating and determina- 
tion of penetration may be repeated as 
before. Ordinarily, a residue shall be 
considered as satisfactorily obtained 
when its penetration is within 15 of that 
desired, and its percentage by weight of 
the original sample shall be calculated. 
When it is necessary to determine more 
precisely the percentage of residue hav- 
ing the specified penetration, such a 
percentage shall be calculated by inter- 


polation between percentages of two 
residues, one having a , penetration 
greater and ' one having a penetration 
lower than that specifi.ed. The per- 
centage shall be reported as': 

Percentage of residue of ----- - penetration 
(determined — — ) stating, first, the specified 
penetration, and second, the penetration 
actually determined for the sample tested or 
calculated by interpolation. 

Precautions 

5, Certain types of road oil will readily 
form rings of hard asphalt at the side of 
the container. Great care should be 
taken that this material be completely 
fluxed in the sample before the penetra- 
tion of the residue is determined. 

Reproducibility of Results 

6. With care and proper attention to 
details, duplicate determinations by this 
method should not differ from each other 
by more than 1.0 per cent with the same 
operator nor more than 2.5 per cent be- 
tween different laboratories. 
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A.S.T.M. Designation: D 36 -- 26 
Adopted, 1919; Revised, 1921, 1924, 1926.® 

THs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 36; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Softening Point 

1. The softening of bituminous ma- 
terials generally takes place at no definite 
moment or temperature. As the tem- 
perature rises, they gradually and im- 
perceptibly change from a brittle or ex- 
ceedingly thick and slov7 flowing material 
to a softer and less viscous liquid. For 
this reason the determination of the 
softening point must be made by a fixed, 
arbitrary, and closely defined method if 
the results obtained are to be com- 
parable. 

Apparatus 

2. -The apparatus shall consist of the 
following: 

(a) Ring, — A brass ring 15.875 mm. 
(I in.) in inside diameter and 6.35 mm. 
(i in.) in depth; thickness of wall, 2.38 
mm. in.) ; permissible variation on 
inside diameter and thickness of ring 
0.25 mm. (0.01 in.). This ring shall be 
attached in a convenient manner to a 


^ i Under tlie standardizution, procedure of the Society, 
this method is under the JuriMiction of the A.S.T.M. 
Committee. D-4 on Road and Paving Materials. ^ , 

. * Prior to adoption as standard, this method was pub- 
Kshed as tentative from 1916 to 1919, being revised m 
1919. Editorially revised in 1939 and 1942. 


No. 13 B. & S. gage brass wire (diameter 
1.83 mm. = 0.072 in.). See Fig. 1. 

(J) Ball , — A steel ball 9.53 mm. (f in.) 
in diameter weighing between 3.45 and 
3.55 g. 

{c) Container . — A glass vessel, capable 
of being heated, not less than 8.5 cm. 
(3.34 in.) in diameter and measuring 
10.5 cm. (4.13 in.) in depth from the 
bottom of the flare. (A 600-nil. beaker, 
low form, meets this requirement.) 

{d) Thermometer , — ^An A.S.T.M. Low 
Softening Point Thermometer, gradu- 
ated in either Centigrade or Fahrenheit 
degrees as specified, having a range of 
-~2 to +80 C. or +30 to +180 F. and 
conforming to the requirements for 
thermometer 15C~39 or 15F~ 39, re- 
spectively, as prescribed in the Standard 
Specifications for A.S.T.M. Thermome- 
ters (A.S.T.M, Designation: E 1).® 

Preparation of Sample 

3. The sample shall be melted and 
stirred thoroughly, avoiding incorporat- 
ing air bubbles in the mass, and then 
poured into the ring so as to leave an 


» Appears in this publication, see Contents in. N umeric 
Sequence of A.S.T.M, Designations at front of book. 
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excess on cooling* ' ^ The ringj while being 
filled, should rest on a brass plate which 
has ' been amalgamated to prevent the 
bituminous material from adhering to it. 
After cooling 1 hr., the excess material 
shall be cut off cleanly with a slightly 
heated knife. 


the sample in the water so that the 
lower surface of the filled ring is ex- 
actly 2.54 cm. (1 in.) above the bottom 
of the glass vessel and its upper suxf ace 
is 5.08 cm. (2 in.) below the surface of 
the water. Place the ball in the water 
but not on the specimen. ' Suspend the 



Assembly 
of Apparaios. 


Proper PosHion 
of Ball. 


Fig. 1. — Apparatus for Ring-and-Bali Method. 


Procedure for Bituminous Materials Hav- 
ing Softening Points 80 C, {176 F.) 

Of Below 

Assembly of Apparatus 

4, Fill the glass vessel to a depth of 
substantially 8.25 em. (3.25 in.) with 
freshly boiled, distilled water at SC. 
(41 F.). Suspend the ring containing 


thermometer so that the bottom of the 
bulb is level with the bottom of the ring 
and within 0.635 cm. (f in.), but not 
touching the ring. „ Maintain the tem- 
perature of the water at 5 C. (41 F.) for 
15 min. With suitable forceps, place 
the ball in the center of the upper sur- 
face of the bitumen in the ring, thus 
completing the assembly as in Fig. L 


Test Fom Soeteming Point of Bitumen (D 36 - 26) 
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Heatiiig 

5. Apply the heat in such a manner 
that the temperatuxe of the water is 
raised 5 C. (9 FJ each minute. 

Softening Point 

6. The temperature recorded by the 
thermometer at the instant the. bitumh 
nous material touches the bottom of the 
glass vessel shall be reported as the 
softening point. No correction shall be 
made for emergent stem of the ther- 
mometer. 

Permissible Variation in Rise of Tem- 
perature 

7. The rate of rise of temperature shall 
be uniform and shall not be averaged 
over the period of the test. The maxi- 
mum permissible variation for any min- 
ute period after the first three shall be 
plus or minus 0.5 C. (0.9 F.). All tests 
in which the rate of rise in tem,perature 
exceeds these limits shall be rejected. 

Procedure for IHkmtinous Materials Eav- 
ing Softening Points Above 80 C. 

{176 F.) 

Thermometer'^ 

8. An A.S.T.M. High Softening Point 
Thermometerj graduated in either Centi- 
grade or Fahrenheit degrees as specified/ 
having a range of 30 to 200 C. or 85 to 
392 F. : and conforming to the require- 
ments for thermometer 16C - 39 or 16F - 
39, respectively, as prescribed In the Stan- 
dard Specifications for A.S.T.M. Ther- 

4 This sectio 0 editorially revised, April, 1942, 

5 Use is permissible of the A.S.T.M. High Softening 
Point Thermometers having a range of 30 to 160 C. or 85 
to 320 F. as previously prescribed in the Standard Method 
of Test for Softening Point of Bituminous Materials (Ring- 
and-Ball Method) (A.S.T.M. Designation; D 36-26) as 
published in the 1936 Book of A.S.T.M. Standards, Part 
II, p. 1101. 


mometers (A.S.T.M. Designation: E 1)^ 

shall be used. 

Modifications ' fox Hard Materials 

9. The same procedure as described in 
Sections 4 to 7 shall be employed ex- 
cept that U. S. P. glycerin shall be used 
instead of water, and the starting point 
of the glycerin bath shall be 32 C. (89.6 
F.). The bath shall be brought to this 
temperature and thoroughly agitated, 
then the apparatus and specimens shall 
be placed in the bath which shall be 
maintained under agitation at the start- 
ing temperature for IS min., after which 
the assembly shall be completed by 
placing the ball on the center of the 
specimen and the test carried on in ac- 
cordance with Sections 4 to 7. In apply- 
ing the heat, the ring apparatus shall be 
placed off the center of the container 
and the burner placed midway between 
the center and edge of the beaker away 
from the specimen. 

Precautions 

10. (a) The use of freshly boiled dis- 
tilled water is essential, as otherwise air 
bubbles may form on the specimen and 
affect the accuracy of the results. Rigid 
adherence to the prescribed rate of heat- 
ing is absolutely essential in order to 
secure accuracy of results. 

{b) A sheet of paper placed on the 
bottom of the glass vessel and con- 
veniently weighted will prevent the 
bituminous material from sticking to the 
glass vessel, thereby saving considerable 
time and trouble in cleaning. 

Accuracy 

11. The limit of accuracy of the test is 
plus or minus 0.5 C. (0.9 F.). 



Standard Method of Test for 
SOFTENING POINT OF TAR PRODUCTS* 

CUBE-IN-WATER METHOD 



A.S.T,M, Designation: D 61 - 38 

Adopted, 1920; Revised, 1924, 1938,2 

TMs Standard of the American Society for Testing Materials is issued under 
the feed designation D 61; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, if) The softening of pitch takes 
place at no definite moment or tempera- 
ture. As the temperature rises, pitch 
gradually and imperceptibly changes 
from a brittle or exceedingly thick and 
slow flowing material to a softer and 
less viscous liquid. For this reason the 
determination of the softening point 
must be made by a fixed, arbitrary, and 
closely defined method ^ if the results 
obtained are to be comparable. 

(&) The methods of test herein de- 
scribed are not applicable to pitches 
having softening points above 80 C. 
(176 F.).' 

(c) For the purpose of shortening the 
time required for testing, hard pitches 
having softening points between 43 and 
80 C. (1Q9.4 and 176 F.) are cooled at 
15.5 C. (60 F.) instead of at 4 C. 
(39.2 F.) as prescribed for soft pitches. 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.jSd. 
Committee D“4 on Road and Paving Materials. 

- Prior to adoption as standard, this method was pub- 
lished as tentative from 1919 to 1920. Editorially revised 
in 1942. 


Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Mold.— A mold suitable for form- 
ing a 12.7-mm. (|-in.) cube of pitch. 
(Suitable types are shown in Fig. 1.) 

(b) Hook— An L-shaped right-angled 
hook made of No. 12 B. & S, gage cop- 
per wire (diameter 2.05 mm. (0,0808 
in.)) the foot of which shall be 2.54 cm* 
(1 in.) in length. See Fig, 1. 

(c) Container —A glass vessel, capa- 
ble of being heated, not less than 8.5 
cm. (3.34 in.) in diameter and measuring 
10.5 cm. (4.13 in.) in depth from the 
bottom of the flare. (A 600-mL beaker, 
Griffin low form, meets this require- 
ment.) 

(d) Thermometer . — ^An A.S.T.M. Low 
Softening Point Thermometer, grad- 
uated in either Centigrade or Fahren- 
heit degrees as specified, having a range 
of -2 to +80 C. or +30 to +180 F, 
and conforming to the requirements for 
thermometer 15G >- 39 or 15F - 39, re- 
spectively, as prescribed in the Stand- 
ard Specifications for A.S.T.M. Ther- 
mometers (A.S.T.M. Designation: ET)' 



Test roK Softening -Point of Tar Peodxjgts (D 61 -38) 

Sfandard 

Support. ^ ^ 


Thermomefen---. 


W/re Nook'' 


Beaker-. 
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Bunsen Burnen- 





Method of Placino| Cube 
on Wire Hook, 
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W, !. Pitch Mold 
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Fig. 1. — ^Apparatus for Cube-in-Water Metbod. 
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Test for Softening Point of Tae Products (D 61 - 38 ) 


of the American Society for Testing 
Materials.^ 

Preparation of Sample 

3. The pitch shall be formed into a 

(l-in,) cube, truly shaped and 
with sharp' edges, either by melting and 
pouring, or softening and pressing, into a 
mold. In all cases an excess of pitch 
shall be used and the surplus material 
shall be cut oS cleanly with a slightly 
heated knife. The harder pitches speci- 
fied can ordinarily be molded at room 
temperature, the softer pitches in water 
at about 4 C. (39.2 F.). If they are 
melted, they shall first be thoroughly 
stirred, avoiding incorporating air bub- 
bles in the mass, and then poured into 
the mold so as to leave an excess on 
cooling. The mold shall rest on a brass 
plate and the surface of the plate and the 
interior surfaces of the mold should be 
amalgamated to prevent the pitch from 
adhering to them. 

A, Pitches Having Softening Points Be- 
tween 43 and 80 C. {109.4 and 176 F.) 

Procedure 

4. (a) The apparatus shall be assem- 
bled as shown in Fig. 1. The glass vessel 
shall be filled to a depth of substantially 
9.5 cm. (3.75 in.) with freshly distilled 
water (Note 1) at 15.5 C. (60 F.). The 
cube of pitch shall be placed on the wire 
as shown in Fig. 1 and suspended in the 
water so that its lower edge is exactly 
2.54 cm. (1 in.) above the bottom of the 
glass vessel and its upper edge is 5.08 
cm. (2 ill,) below the surface of the 
water. The cube shall be allowed to 
remain in the water for 15 min. before 
the heat is applied. The thermometer 
shall be suspended so that the bottom 
of the bulb is level with the bottom edge 
of the cube of pitch and within 0.635 
cm. (i in.), but not touching the cube. 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(6) The heat: shall be applied in such 
a manner that the temperature of the 
w^ater is raised 5 C. (9 F.) each minute. 
The rate of rise of temperature shall be 
uniform and shall not be averaged over 
the period of the test. The maximum 
permissible variation for any minute pe- 
riod after the first three shall be plus or 
minus 0.5 C. (0.9 F.) . All tests in which 
the rate of rise in temperature exceeds 
these limits shall be rejected. ■ Rigid ad- 
herence to the prescribed rate of heating 
is absolutely essential in order to secure 
accuracy of results. 

(c) Softening Point. — The ' tempera- 
ture recorded by the thermometer at 
the instant the pitch touches the bot- 
tom of the glass vessel (Note 2) shall be 
reported as the softening point. No 
correction shall , be made for emergent 
stem of the thermometer. 

Note 1. — The use of freshly distilled water is 
essential, as otherwise air bubbles may form on 
the cube and retard its sinking. 

Note 2. —A sheet , of paper placed on the 
bottom of the glass vessel and conveniently 
weighted will prevent the pitch from sticking 
to the glass vessel, thereby saving considerable 
time and trouble in cleaning. 

B. Pitches Having Softening Points 

Below 43 C. (109.4 F.) 

Procedure 

5. For testing pitches having soften- 
ing points below 43 C. (109.4 F.) the 
same procedure described under method 
A in Section 4 shall be followed, except 
that the water when placed in the glass 
vessel shall be at a' temperature of 4 C. 
(39.2 F.). ' The ' cube, .shall ,be allowed 
to remain 15 min. in this water before 
the heat is applied. 

Reproducibility 'of Results 

6. With care and proper attention, to 
details,. duplicate determinatio.ns,of soft- 
ening point by this 'method should not 
differ from, each o.tlier by m.ore than 1.0 

C. .'(1.8,F.), ; 


Standard Method of Test for 

SPECIFIC GRAVITY OF ASPHALTS AND TAR PITCHES 
SUFFICIENTLY SOLID TO BE HANDLED IN 
FRAGMENTS* 



A.S.T.M, Designatioii: D 71 - 27 

Adopted, 1927.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 71; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
the determination of the specific gravity 
of asphalts and tar pitches sufficiently 
solid to be handled in fragments. 

Specific Gravity 

2. The specific gravity of asphalts and 
tar pitches shall be expressed as the ratio 
of the weight of a given volume of the 
material at 25 C. (77 F.) to that of an 
equal volume of' water at the same tem- 
perature and shall be expressed thus: 

Specific gravity, 25/25 C. (77/77 F. ) . 

Apparatus 

3. The determination of specific grav- 
ity shall be made with an analytical 
balance equipped with a pan straddle or 
other stationary support (Fig. 1). 

Test Specimen 

4. The test specimen shall be a cube 
of the material measuring approximately 

' U Under the standardization procedure of the Society, 
this, method is under the , jurisdiction of the A.S.T.M. 
Committee D“4 on Road and Paving Materials. 

, ® Prior to adoption as standard, this method was pub- 

lishod'iis tentative from 1920 to 1927. 


I in. to the edge. It shall be prepared 
by melting a small sample of the material 
by the gentle application of heat, care 
being exercised to prevent loss by evapo- 
ration, and pouring when sufficiently 
fluid into a |-in. brass cubical mold, 
which has been amalgamated with mer- 
cury and which is placed on an amalga- 
mated brass plate. Precautions should 
be taken to prevent the inclusion of air 
bubbles. The hot material should 
slightly more than fill the mold and when 
cool the excess may be cut off with a hot 
spatula. The specimen shall be re- 
moved from the mold when cooled to 
room temperature. 

Procedure 

5. The balance shall first be tared' with 
a piece of fine waxed silk thread suffi- 
ciently long to reach from the hook on 
one. of the pan supports to the straddle 
or rest. The test specimen shall then 
be attached to the thread, so as, to be 
suspended about 1 in. above the straddle 
from the hook on the pan support, and 
weighed to the nearest 0.1 ; mg. This 
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weight is called The specimen, still Caktilations , 

suspended by the thread, shall then be 6. The specific gravity of the material 
weighed, to the nearest 0.1 mg., com- shall be calculated from the following 
pletely immersed in freshly boiled dis- formula: 



tilled water at 25 ± 1 C. (77 ± 1.8 F.), 
adhering air bubbles being first removed 
with a fine wire. This weight is called 


Sp. gr. » — — 
a — 5 ■ 

Accuracy 

7. The limit of accuracy of the test is 
plus or minus 0.005 specific gravity. 



Standard Method of Test for 

SPECIFIC GRAVITY OF ROAD OILS, ROAD TARS, ASPHALT 
CEMENTS, AND SOFT TAR PITCHES' 



A.S.T.M. Designation: D 70 - 27 

Adopted, 1927 A 

TMs Standard of tlie American Society for Testing Materials is issued under 
the fixed designation D 70; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
the determination of the specific gravity 
of road oils, road tars, asphalt cements, 
and soft tar pitches. 

Specific Gravity 

2. The specific gravity of road oils, 
road tars, asphalt cements, and soft tar 
pitches shall be expressed as the ratio of 
the weight of a given volume of the ma- 
terial at 25 C. (77 F.) to that of an equal 
volume of water at the same temperature 
and shall be expressed thus: 

Specific gravity, 25/25 C. (77/77 F.) 

Apparatus ■ 

3. The determination of specific grav- 
ity shall be made with a pycnometer or 
weighing bottle (Fig. 1), which shall 
consist of a straight-walled glass tube 
approximately 70 mm. in length and 
22 mm. in diameter, carefully ground to 
receive an accurately fitting solid glass 
stopper with a hole of 1.5 to L7-mm. bore 
in place of the usual capillary opening. 
The lower part of the stopper shall be 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M, 
Committee D-4 on Eoad and Paving Materials. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1920 to 1927. 


made concave in order to allow all air 
bubbles to escape through the bore. 
The depth of the cup-shape depression 
shall be about 4.8 mm. at the center. 
The stoppered tube shall have a capacity 
of about 24 ml. and when empty shall 
weigh not over 35 g. 

Weighing Pycnometer 

4. Before making a determination, the 
pycnometer with stopper shall first be 
calibrated by weighing it ckan and dry 
upon an analytical balance. This 
weight is called “a.’’ It shall then be 
filled with freshly boiled distilled water 
at a temperature of 25 C. (77 F.), the 
stopper firmly inserted, all surplus mois- 
ture wiped from the surface with a clean 
dry cloth and again weighed. This 
weight is called “6.” 

Procedure for Road Oils and Tars 

5. When determining the specific 
gravity of road oils or road tars which 
flow readily, the material shall be 
brought to a temperature of 25 C. (77 
F.) and poured into the pycnometer until 
it is full, with care to prevent the in- 
clusion of air bubbles. The stopper shall 
then be firmly inserted and all excess of 
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material forced through the opening and 
carefully removed with a clean dry cloth. 
The pycnometer and contents shall then 
be weighed. This weight is called 
The specific gravity of the material shall 
be calculated from the formula: 

c - a 
Sp. gr. * — ” 

0 — a 

Procedure for Asphalt Cements and 

' Pitches 

: 6. When determining the specific 
gravity of tar and asphalt products 
which are too viscous for the method 
described in Section 4, a small amount 
of the material shall be brought to a fluid 
condition by the gentle application of 
heat, care being exercised to prevent loss 



; 


I 

I 

< 

I 

I 

{ 

I 


Fig. 1. — Pycnometer or Weighing Bottle. 

by evaporation. When sufiiciently 
fluid, enough of the sample shall be 
poured into the clean dry pycnometer to 
about half fill it. Precautions shall be 
taken to keep the material from touch- 
ing the sides of the tube above the final 
level and to prevent the inclusion of air 
bubbles. The tube should be slightly 
warmed before filling. The pycnometer 
and contents shall then be cooled to 
room temperature and weighed with the 
stopper. This weight is called 
The pycnometer shall next be removed 
from the balance, filled with freshly 
boiled distilled water, and the stopper 
firmly inserted. It shall, then be com- 
pletely immersed, for not : less • than -30 


min. in a beaker of distilled water main- 
tained at 25 C. (77 F.), after which it 
shall be removed and all surplus water, 
wiped off with a clean cloth. The pycnom- 
eter and contents shall then be weighed 
immediately. ' This weight is called “ddt 
The specific gravity of the material shall 
be calculated from the formula: 

Sp-gr. = 

Precautions 

7. When making the specific gravity 
determination it is important that: 

(a) Only freshly boiled distilled water 
shall be used. 

(b) When weighing the pycnometer 
completely filled, the temperature of its 
contents shall be within 1 C. (1.8 F.) of 
25 C. (77 F.). 

■ (c) Precautions shall be taken to pre- 
vent expansion and overflow of the con- 
tents from the heat of the hand when 
wiping the surface of the pycnometer. 

(d) The presence of all air bubbles 
shall be eliminated in filling the pycnom- 
eter and inserting the stopper. 

(e) W^eighings shall be made quickly 
after filling the pycnometer and shall be 
accurate to 1 mg. A number of trial 
fillings and catch weights may be neces- 
sary to obtain the desired degree of 
accuracy. 

(/) To prevent breakage of the pyc- 
nometer when cleaning it out after a 
determination has been made upon a 
very viscous or semisolid ' material, : it 
will be found advisable to warm it in 
an oven at not over'' 100 C. (212 F.) 
until most of the material may be 
poured out and then' to swab it with a 
piece of .soft cloth or cotton waste. 
When, cool it may be finally rinsed with 
carbon disulfide, .benzol,, or other solvent 
and wiped clean. ,, 

Accuracy 

8. The limit,, of accuracy of „the ,teBt is 
plus or minus 0.005 specific, gravi.'ty. . 
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Standard Method of Test for 
VISCOSITY BY MEANS OF THE SAYBOLT 
VISCOSIMETER' 



A.S.T.M. Designation: D88 -44 
Adopted, 1926; Revised, 1930, 1933, 1936, 1938, 1944.> 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 88; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) This method of test shall be 
used for determining the Saybolt viscos- 
ity® of petroleum products and lubricants. 


of flow of more than 32 sec. There is 
no maximum limit to viscosity to be 
measured by the Saybolt Universal Vis- 
cosimeter but, in general, liquids having 


Table I. — Dimensions op Oil Tubes. 


Dimensions 

Saybolt Universal 
j Viscosimeter 

Saybolt Furol 
Viscosimeter 

Mini- 

mum, 

cm. 

Normal, 

cm. 

Maxi- 

mum, 

cm. 

Mini- 

mum, 

cm. 

Normal, 

cm. 

Maxi- 

mum, 

cm. 

Inside diameter of outlet tube 

Outside diameter of outlet tube at lower end 

Length of outlet tube'* 

Height of overflow rim above bottom of outlet tube* 

Outside diameter of overflow rim, at the top®’® 

Diameter of container® 

Depth of cylindrical part of container® 

Diameter of container between bottom of cylindrical part of 
container and top of outlet tube® 

0.1750 

0.28 

1.215 

12.40 

2.955 

8.8 

0.9 

0.1765 
0.30 
1.225 
12.50 j 

2.975 

0.1780 

0.32 

1.235 

12.60 

3.30 

2. 995 

0.313 

0.40 

1.21S 

12.40 

& 

2.955 

8.8 

0.9 

0.315 

0.43 

1.225 

12.50 

2*975 

0.317 

0.46 

1.235 

12.60 

3.30 

2.995 


® This dimension is identical in the Saybolt Universal and the Saybolt Furol instruments. 

® The minimum value shall preferably be not less than 3.2 cm. 

® The section of overflow rim shall be bounded by straight lines, except that a fillet is permissible at the Junction with 
the bottom of the gallery. 


if) The Saybolt Universal Viscosim- 
eter shall be used only for oils with times 


5 Under the standardization procedure of the Society, this 
method is under the jurisdiction of the A.S.T.M. Committee 
D-2 on Petroleum Products and Lubricants. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1921 to 1926, being revised in 1923 
when it was combined with the Methods of Test for Viscosity 
by Means of the Saybolt Standard Universal Viscosimeter 
(D 47--21}, and again revised in 1924, 1925, and 1926. 

* The Conversion of Saybolt Universal Viscosity and 
Saybolt Furol Viscosity to Kinematic Viscosities in centi- 
stokes is covered by the Standard Method for Conversion of 
Kinematic Viscosity to Saybolt Universal Viscosity (A.S. 
T.M. Designation: D 446) and Standard Method for Con- 
version of Kinematic Viscosity to Saybolt Furol Viscosity 
A.S.T.M. Designation: D 666), 1946 Book of A.S.T.M. 
Standards, Part 


an outflow time of the order of 1000 sec. 
and higher, Saybolt Universal, are tested 
more conveniently by means of the Say- 
bolt Furol Viscosimeter. 

(c) The Saybolt Furol Viscosimeter 
shall be used only for oils with times of 
flow of more than 25 sec. The outflow 
time of the Furol (Note) instrument is 
approximately one- tenth that of the 
Universal. 

Note.— The word “Furol” is a contraction 
of the phrase *^fuel and road oils.” 
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Test for Saybolt Viscosity (D88 - 44) 


Apf axattts 

2vTlie apparatus shall consist of an 
oil tube, bath j receiver, thermometers, 
timer, and withdrawal tube, conforming 
to the requirements specified in the fol- 
lowing Paragraphs (a) to (g) : 

(a) Oil Tube,— The. oil tube (illus- 
trated in Fig. 1) shall be entirely of cor- 
rosion-resistant metal, with or without 
plating, and shall conform to the dimen- 
sional requirements shown in Table I 



Standard Oil Tube. 

within the permissible variations pre- 
scribed. The lower end of the oil tube 
shall be provided with a nut for locking 
it in place in the bath and with a cork or 
other suitable device to prevent flow until 
the test is started. For convenience a 
string or its equivalent may be attached 
to the cork for rapid removal. 

The oil tube shall be standardized, and 
any correction in excess of 0.2 per cent 
shall be applied. The time of flow shall 
be within plus or minus 1 per cent (Note 


1) of the time as obtained with the Na- 
tional Bureau of Standards^ master Say- 
bolt oil tube (Note 2). 

Note 1. — For routine testing, oil tubes hav- 
ing corrections as high as plus or minus 2 per 
cent may be employed, provided, however, that 
any new oil tubes obtained after the adoption 
of this method shall not have corrections Mgher 
than plus or minus 1 per cent. For referee 
testing, oil tubes having corrections higher than 
plus or minus 1 percent shall not be employed.: 

The oil tube may be standardized by any 
one of the following methods: 

(a) Determination of outflow time for Amer- 
ican Petroleum Institute oil standards 
(Note 3) and National Bureau of Stand- 
ards oil standards (Note 3) and appli- 
cation of appropriate correction to obtain 
established value for the oil standard. 


/cm. t OJcm. 
Inside Diameter 
af OraduaHon Marfc 



Fig. 2. — Receiving Flask. 

(This type of flask is recommended 
as convenient and durable.) 

(6) Calibration by National Bureau of Stand- 
ards subsequent to January 1, 1935. 

(c) Comparison with a tube certified by the 
National Bureau of Standards subsequent 
to January 1, 1935, provided the tube 
shows no evidence of damage or injury 
since certification. 

Note 2. — This tube, conforming to the 
A.S.T.M. dimensional specifications, has out- 
flow times calibrated against oil standards under 
the maintenance of the American Petroleum 
Institute Committee on Viscosity Standards. 

Note 3.®®— The National Bureau of Stand- 
ards oil standards have the following approx- 
imate Sayboit Universal viscosities: 


8® This note^aS added editorially in December, 1946. 
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N.B.S. Oil Standards 

Saybolt Universal Viscosity, sec. 

At 100 F. 

At 130 F. 

SB.... ..... . 

255 


SC... 

290 




The above viscosities are approximate only. 
The certified values are supplied with the sam- 
ples. The N.B.S. oil standards are available 
in pint and quart samples. Information re- 
garding cost of samples may be obtained from 
the National Bureau of Standards, Washington 
25, D. C. 

The samples of A.P.I. oil standards have the 
following approximate Saybolt viscosities in 
seconds: 


A.P.I, Oil 
Standards 

Saybolt Viscosity, sec. 

At 100 F. 
Universal 

At 122 F. 
Furol 

; At 210 F. 
Universal 

Alpha 

304 


52 

Beta 

1760 

87 

116 

Gamma 



36 


The above viscosities are approximate only. 
The certified values are supplied with the ship- 
ment. These A.P.I, oil standards are available 
in 8-oz. and 1-qt. samples at $2.50 and $5.00 
per sample, respectively. Purchase orders 
should be accompanied by remittance, payable 
to T. G. Delbridge, Chairman, Committee on 
Viscosity Standards, and should be addressed 
to him at 3144 Passyunk Ave., Philadelphia 1, 
Pa. 

(b) Bath , — The bath shall serve as a 
support to hold the oil tube in a vertical 
position and as a container for the bath 
liquid. The bath shall be equipped with 
a stirring device and with means for 
heating or cooling. The source of heat 
or refrigeration shall be more than li in. 
(3 cm.) from the oil tube. If an ex- 
ternal heater is used it shall be more than 
2 in. (5 cm.) from the oil tube. 

The bath temperature necessary to 
maintain thermal equilibrium (while the 
oil in the oil tube is well stirred by the 
oil-tube thermometer) shall be within plus- 
' or minus 0.1 F. (0.06 C.) of the stand- 
ard temperatures of 70 F. (21.1 C.) or 
77 F. (25 C.) or shall not exceed 100.25, 
122.35, 130,5, 141.0, 181.5 or 212.0 F. 
(37.9, 50.2, 54.7, 60.6, 83.1 or 100.0 C,), 


respectively, for the Standard . tempera- 
tures mentioned in Section 3. The level 
of the bath liquid shall not be lower than 
I in. (0.5 cm.) above the overflow rim 
of the oil tube. For referee testing the 
bath liquid must be one which in the 
bath used will meet the preceding bath- 
temperature conditions (Note). 

Note. — These temperature requirements can 
be met with water, aqueous solutions, and some 
baths with oil. In routine testing oil is generaHy 
used as the bath medium. This is allowable 
provided the temperature of the oil bath is ad- 
justed so that the necessary condition of thermal 
equilibrium is maintained. It may be necessary 
to maintain the oil bath at slightly higher tem- 
peratures than those specified in the preceding 
paragraph. Temperature differentials between 
oil bath and oil tube necessary to maintain 
thermal equilibrium may be double those given 
above. 

(c) Receiver , — The receiving flask (see 
Fig. 2) shall be of glass with a capacity 
up to the graduation mark on its neck 
of 60 ± 0.05 ml. at 68 F. (20 C.). At 
the graduation mark, the inside diameter 
of the neck of the flask shall be 1 zfc 
0.1 cm. The cylindrical portion of the 
neck of the flask shall extend not less 
than 0.3 cm. above and below the gradu- 
ation mark. The graduation mark shall 
be 5.8 zb 1.0 cm. above the bottom of 
the flask. The maximum outside di- 
ameter shall be less than 5.5 cm. 

Note. — Many years’ experience with flasks 
conforming to these dimensions has proved it 
to be satisfactory for all but the most viscous 
oils. With the latter, drainage errors may oc- 
cur if the length of the neck of the flask above 
the graduation mark varies excessively. As 
soon as stocks of flasks now on hand have been 
depleted, it is planned to revise the flask’s spec- 
ification by limiting the length of the neck above 
the graduation mark to a maximum of 11 mm. 

(d) Oil-Tube Thermemeiers—The 
A.S.T.M. Saybolt Viscosity Thermom- 
eters shall include two sets of six ther- 
mometers each, one set being graduated 
in Fahrenheit degrees and the other in 
Centigrade degrees, the ranges being 
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chosen to include the temperatures com- 
monly used in testing as indicated in the 
following table. They shall conform to 


Temperature Range 

Sub- ■ 1 
divisions 

Temperature of 
Tests 

Fahrenheit Thermometers 

66. to 80 F i 

. . 94 to 108 F. : 

.120 to 134 F ' 

. 134 to 148 F ' 

174 to 188 F ^ 

204 to218F.......| 

0.2 F. 

0.2 F. 

0.2 F. 

0.2 F 

0.2 F, 

0.2 F. 

70 and 77 F. 

100 F. 

122 and 130 F. 
140 F. 

180 F. 

210 F. 

Centigrade Thermometers 

. 19to 27 

34 to 42 C 

49 to 57 C. ....... 

57 to 65 C 

79 to 87 C 

95 to 103 C 

0.1 C. 

0.1 C. 

0.1 C. 

0.1 c. 

0.1 c. 

0.1 c. 

21.1 and 25 C. 

37.8 C. 

SO and 54.4 C. 

60 C. 

82.2 C. 

98.9 C. 


the requirements for these thermometers 
as prescribed in the Standard Speci- 
fications for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E 1) of the 
American Society for Testing Materials.^ 
To prevent contact of the thermometer 
with the orifice in the oil tube a suitable 
support shall be attached to the enlarge- 
ment of the thermometer stem. 

(e) Bath Thermometers* — Thermom- 
eters as specified in Paragraph {d) or 
other means for measuring temperature 
of at least equal accuracy, shall be used 
in the bath. 

(/) Timer . — The stop watch or other 
timing device used shall be graduated 
in divisions of 0.2 sec. or less, and shall 
be accurate to within 0.1 per cent when 
tested over a 60-min. period (Note). 

NorE.— Electrical timing devices are permis- 
sible provided they are accurate and capable of 
being read to 0.2 sec. Timing devices actuated 
by synchronous motors shall be used only on 
electric circuits of controlled frequency. 

{g) Withdrawal Tube . — ^The tube or 
pipette used for draining the gallery shall 
have a smooth tip of about 3 mm. out- 
side diameter and about 2 mm. inside 
diameter. 

Appear;? in this publication* see Contents in Numeric 
Sequence of A.S-T.M. Designations at front of book. 


Temperature of Testing ■ 

3. {a) With the Saybolt Universal 
Viscosimeter, determinations shall be 
made at 70, 100, 130 or 210 F. (214, 

37,8, 54.4 or 98.9 C). 

(i) With the Saybolt Furol Viscosim- 
eter, determinations shall be made at 77, 
100, 122 or 210 F. (25, 37.8, 50 or 98,9 
C.). In tests on road and paving ma- 
terials, determinations may also be made 
at 140 and 180 F. (60 and 82.2: C,), 

Procedure 

4. (a) Viscosity determinations shall 
be made in a room free from drafts and 
rapid changes in temperature. For 
standardization and referee tests the 
room shall be between 68 and 86 F. 
(20 and 30 C.) and the actual tempera” 
ture sha^ll be recorded. For routine 
tests, temperatures up to 100 F. may be 
employed without introducing errors in 
excess of 1 per cent. Determinations 
shall not be made at temperatures below 
the dew point of the atmosphere sur- 
rounding the instrument. 

(6) The oil tube shall first be cleaned 
with an effective solvent, such as benzol, 
and excess solvent shall be removed from 
the gallery. 

(c) All oil shall be passed through a 
100-mesh wire strainer before it is in- 
troduced into the oil tube. After the 
tube is cleaned, a quantity of the oil to 
be tested, sufficient to wet the entire 
surface of the tube, shall be poured into 
the tube and allowed to drain out (Note). 
The cork stopper shall be inserted not 
less than J in. nor more than | in. into 
the lower end of the air chamber at the 
bottom of the oil tube. The cork shall 
fit tightly enough to prevent .the escape 
of air, as evidenced, by The absence, of 
oil on the cork after it is, withdrawn. 

^ Note. — The, , plunger commonly supplied 
with the viscosimeter shaU, never ,be ' used on 
instruments main taihed as standards. In case 
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tlie flasli point is less tHan SO F, (27.8 C.) above 
tbe temperature of test, tbe wetting operation 
should be omitted in order to avoid an increase 
in viscosity due to evaporation of a portion of 
the light fraction, 

(d) If tliC' test temperature is above 
that of the room, the oil shall be heated 
to not more than 3 F. (1*7 C.) above 
the temperature of test and if the tem- 
perature is below that of' the room, the 
oil shall be cooled to not more than 3 F. 
(1.7 C,) belovr the temperature of test. 
In no case, ' however, shall the oil be 
preheated to a temperature above SO F. 
(27.8 C.) below the flash point. The oil 
shall be poured into the oil tube until it 
ceases to overflow into the gallery. The 
oil in the oil tube shall be kept well 
stirred with the oil- tube thermometer, 
care being taken to avoid hitting the out- 
flow tube. The bath temperature shall 
be adjusted until the oil temperature 
remains constant. After thermal equi- 
librium has been attained no further 
adjustments shall be made in the bath 
temperature. The test results shall be 
discarded if the indicated bath tempera- 
ture varies by more than plus or minus 
O.OS F. (0.03 C.) in tests at 70, 77, 100, 
122 and 130 F. (21.1, 25, 37.8, 50 and 
54.4 C.) or by more than plus or minus 
0.10 F, (0.06 C.) in tests at 140, 180 and 
210.F. (60, 82.2 and 98.9 C.). 

(e) After, the temperature of the oil 
in the oil tube has remained constant 
within 0.02 F. (0.01 C.) of the desired 
temperature for 1 m,iii, with constant 
stirring, the oil- tube thermometer shall 
be withdrawn and the surplus oil re- 
moved quickly from the gallery by means 
of the withdrawal tube so that the level 
of the oil in the gallery is below the level 


■in the oil tube proper. The tip of the 
withdrawal tube shall be inserted at one 
point in the gallery. The test shall be 
started over again if the tip of the with- 
drawal tube touches the overflow , rim 
(see Fig, 1). Under no conditions shaE 
the excess oil be removed by rotating the ■ 
withdrawal tube around the gallery. . 

(f) The receiving flask shall be placed 
in position so that the stream of oil from 
the outlet tube will strike the neck of the 
flask. The graduation mark, on the 
receiving flask shall be not less than 10 
cm. nor more than 13. cm. from the bot- 
tom of the bath. The cork shall be 
snapped from its position and at the 
same instant the timer shall be started. 
The timer shall be stopped when the 
bottom of the meniscus of the oil reaches 
the mark on the neck of the receiving 
flask. 

Reporting Results 

5. The time in seconds as determined 
by the prescribed procedure, with the 
proper calibration correction, is the Say- 
bolt Universal (or Saybolt Furol) vis- 
cosity of the oil at the temperature at 
which the test is made. Results shall 
be reported to the nearest 0.1 sec. for 
viscosity values below 200 sec. and to 
the nearest whole second for values 200 
sec. or above. 

Reproducibility of Results 

6. With proper attention to details 
of method of procedure, results in differ- 
ent laboratories with different operators 
under referee or standardization con- 
ditions of testing, should not differ by 
more than 0.5 per cent. 
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Scope 

1. The conversion table in this method 
provides a means for converting kine- 
matic viscosity in centistokes at 122 F. 
to Saybolt Furol viscosity in seconds at 
122 F.3 


Procedure ' 

2. For the kinematic viscosities at 
122 F. listed in Table I the equivalent 
Saybolt Furol viscosity in seconds at 
122 F. may be read directly. For kine- 
matic viscosities between 48 and 400 
centistokes which are not Listed in Table 
Ij the equivalent Saybolt Furol viscosity 
values may be obtained by linear in- 
terpolation. For kinematic viscosities 
over 400 centistokes, the equivalent 


^ j Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-2 on Petroleum Products and Lubricants. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1942 to 1944. 

3 The test procedure for determining kinematic vis- 
cosity is described in the Tentative Method of Test for 
Kinematic Viscosity (A.S.T.M. Designation: D445) and 
the test procedure for determining Saybolt Furol Viscosity 
appears in the Standard Method of Test for Viscosity 
by Means of the Saybolt Viscosimeter (A.S.T.M. Designa- 
tion : D 88) 1946 Book of A.S.T.M. Standards, Part III-A. 


Saybolt Furol viscosity may be calcu- 
lated by use of the multiplication 
constant given in Table I. 


TABLE I.-VALUES FOR CONVERTING KINEMATIC 
VISCOSITY TO SAYBOLT FUROL VISCOSITY 
AT 122 F, 


Kine- 

matic 

Vis- 

cosity, 

centi- 

stokes 

Saybolt 

Furol 

Vis- 

cosity, 

sec. 

Kine- 

matic 

Vis- 

cosity, 

centi- 

stokes 

Saybolt 

Furol 

Vis- 

cosity, 

sec. 

Kine- 

matic 

Vis- 

cosity, 

centi- 

stokes 

Saybolt 

Furol 

Vis- 

cosity, 

sec. 

48... 

...2S.2 

100... 

...48.5 

200.. 

... 94.7 

SO... 

...26.0 

lOS... 

...50,8 

210. . 

... 99.3 

52... 

...26.9 

liO... 

...53.1 

220. , 

...104.0 

54... 

...27.8 

! 115... 

...55.3 

230. . 

...108.7 

56. . . 

...28.7 

120. . . 

...57.6 

240,. 

...113.3 

58. 

...29.6 

125... 

...59.9 

250.. 

...118.0 

60... 

...30.5 

130. . . 

...62.2 

260., 

,..!22,7 

62... 

...31.4 

135... 

...64.5 

270.. 

...127.4 

64... 

...32.3 

140. . . 

. . ,66.9 

280.. 

...132,0 

66... 

...33.2 

145... 

...69.2 

290. . 

...136,7 

68... 

...34.1 

150. . . 

...71,5 

300.. 

...141.3 

70... 

...35.0 

155... 

... 73.8 

310.. 

...146.0 . 

72... 

...35.9 

160. . . 

...76.1 

320.. 

...150,7 

74... 

...36.8 

165... 

...78.4 

330.. 

...155,4 

76... 

...37.7 

170. . . 

...80.7 

' 340,, 

...160.1 

78... 

...38.6 

175... 

..,.83.1 ; 

: 350.. 

.,.164.8 

80... 

...39.S 

180... 

...85.4 

360. . 

,,,169.5 

82... 

...40.4 

185... 

...87.7 

370.. 

...174.1 

84... 

...41.3 

190, . . 

...90,0 

380,. 

...178,8 

86. . , 

...42.2 

195... 

,,..92,4 

390.. 

...183.5 

88... 

...43.1 



400.. 

...188.2 

. 90... 

...44.0 





92... 

...44.9 



[Saybolt sec- 

94... 

...45.8 



Over I 

onds . w 

96... 

...46.7 



400. . 1 

centistokes 

98... 

...47.6 



.,1 

X 0.470 
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This abridged table has been prepared 
by the National Bureau of Standards to 
meet a demand from the oil industry for 
a short and convenient table for reducing 
oil volumes to the basis of 60 F., when 
extreme accuracy is not required. It is 
not intended to replace the Bureau of 
Standards Circular C 410, but rather to 
supplement it and especially to replace 
the various abridged tables heretofore 
employed in the oil industry. 

The groups, coefficients of expansion, 
gravity (degrees A.P.I.), and gravity 
ranges for the several subdivisions of 
the present abridged table are as follows: 


Group 

Coeffi- 
cient of 
Expan- 
sion per 
deg. Fahr. 

Gravity, 

Degrees 

Gravity Range 
of Group 
(Degrees A.P.I. 

Number 

at60F 

A.PJ. 

at 60 F.) 

0 ...... 

. 0.00035 

6 

Up to 14.9 

1 

. 0.00040 

22 

15.0 to 34.9 

2 ...... 

. 0.00050 

44 

35.0 to 50.9 

3...... 

, 0.00060 

58 

51.0 to 63-9 

4 

. 0.00070 

72 

64.0 to 78.9 

5...... 

. 0.00080 

86 

79.0 to 88.9 

6...... 

. 0.00085 

91 

89.0 to 93.9 

7...... 

. 0.00090 

97 

94.0 to 100.0 


i Under the standardization procedure of the Society, 
this standard is under the jurisdiction of the A.S.T.M. 
Coramittee D-2 on Petroleum Products and Lubricants. 

This abridged table differs from that published in 1934 
in three respects: The multipliers for Group 0 have been 
revised slightly; Group 1 has been extended from 249 to 
499 F.; and Groups 4, S and 6 have been extended from 
99 to 124 F. . 

The multipliers in the Group 0 table m the 1934 stand- 
ard were taken from the National Bureau of Standards 
Miscellaneous FuhUcaHon No. 97. With the revision of 
Circular No. 1S4 (published as Circular C 410) to include 
data on oils from 0 to 10® A.P,I., it has seemed desirable to 


All motor fuel blends of gasoline and 
benzol shall be considered as falling in 
Group 3. In cases of uncertainty re- 
garding the presence of benzol, a product 
having a gravity heavier (numerically 
less) than 51^ A.P.I., and a 50 per cent 
recovery point less than 293 F. (145 
C.) shall be considered as falling in 
Group 3. 

This table shows the volume occupied 
at 60 F. by a quantity of oil occupying 
unit volume at the indicated tempera- 
ture. 

For purposes of brevity the columns 
showing observed temperatures in de- 
grees Fahrenheit carry the heading “t.” 
The columns of multipliers which are 
^ „ / volume at 60 FA 

V voiuma - i r^t"j 

heading ‘‘M/’ 


carry the 


Note: Example. — The values given in the 
table are in the form of multipliers; that is, the 
volume of oil at the indicated temperature and 
degrees A.P.I. for each group, multiplied by the 
corresponding factor in the table, equals the 
volume at 60 F, For example, if the degrees 
A.P.I. of an oil at 60 F. equals 58 (Group 3) 
and the volume at 88 F. equals 8000 gal, then 
the volume at 60 F. equals 8000 X 0.9830 or 
7864 gal 


employ the procedure followed in the other groups and 
choose the column of multipliers from the unabridged table 
which has a base coefficient of expansion nearest 0.0003S, 
which in the case of Group 0 is the column corresponding 
to a gravity of 6® A,P.I. 
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Legead: : t * observed temperature in degreesEabreiiheit; M « multiplier for reducing oil volumes to the basis oi m F. 


t , 

- 

M 

t 


M 

t 

M 

t 


M 

t 

M 

:t 


M 

t 


M 

t 


M 

0... 

. 1 

0211 

65. 

0. 

9982 

130. 

0.9758 

195. 

0 

9539 

260.. 

0.9328 

325. 

0 

9123 

390. 

0 

8923 

455. 

0 

8729 

1... 

. T 

0208 

66.. 

0. 

9979 

131. 

0.9755 

196. 

0 

9536 

261.. 

0.9325 

326, 

0 

9119 

391. 

0 

8920 

456 

0 

8726 

2... 

. 1 

0204 

67. 

0, 

9976 

132. 

0.9751 

197. 

0 

9533 

262.. 

0.9322 

327.. 

0 

9116 

392. 

0 

8917 

457. 

0 

8723 

3... 

. 1 

0201 

68. 

0, 

9972 

133. 

0.9748 

198. 

0 

9530 

263.. 

0.9319 

328 

0 

9113 

393. 

0 

8914 

458. 

0 

8720 

4... 

. 1 

0197 

, 69. 

0. 

9969 

134. 

0.9745 

199. 

0 

9527 

264.. 

0.93iS 

329. 

0 

9110 

394. 

0 

8911 

459. 

0 

8717 

5... 

. 1 

0194 

70. 

0, 

9965 

135. 

0.9741 

200. 

0 

9523 

265.. 

0.9312 

330.. 

0 

9107 

39S, 

0 

8908 

460. 

0 

S7I4 

6... 

. 1 

0190 

71. 

0. 

9962 

136. 

0.9738 

201. 

0 

9520 

266. 

0.9309 

331. 

0 

9104 

396. 

0 

890S 

461. 

0 

8711 

7... 

. i 

0186 

72. 

0 

9958 

137. 

0.9735 

202. 

0 

9517 

267. 

0.9306 

3.32. 

0 

9101 

397. 

0 

8902 

462. 

0 

8709 

8... 

. 1 

0183 

73. 

0 

9955 

138. 

0.9731 

203. 

0 

9513 

268. 

0.9303 

333.. 

0 

9098 

398. 

0 

8899 

.463. 

0 

8706 

9... 

• 1 

0179 

74. 

0, 

9952 

139. 

0.9728 

204. 

0 

9510 

269.. 

0.9299 

334.. 

0 

9095 

399. 

0 

8896 

:464. 

0 

8703 

10... 

. 1. 

0176 

75. 

0. 

9948 

140. 

0.9724 

205. 

0 

9507 

270. 

0.9296 

33S,. 

0 

9092 

400. 

0 

8893 

465. 

,0 

8700 

11... 

. 1 

0172 

76.. 

0 

9944 

141. 

0.9721 

206. 

0 

9504 

271.. 

0.9293 

336. 

0 

9088 

401. 

0 

8890 

466. 

0 

8697 

12... 

. 1 

0168 

77.. 

0, 

9941 

142. 

0.9718 

207. 

0 

9500 

272.. 

0.9290 

337.. 

0 

9085 

402. 

0 

8887 

467. 

0 

8694 

13... 

. 1 

0165 

78. 

0. 

9938 

143. 

0.9714 

208. 

0 

9497 

273.. 

0.9287 

338.. 

0 

9082 

403. 

0 

8884 

468. 

0 

8691 

14... 

. 1 

0161 

79. 

0, 

9934 

144. 

0.9711 

209. 

0 

9494 

274.. 

0.9283 

339.. 

0 

9079 

404. 

0 

8881 

469. 

0 

8688 

IS... 

. 1 

.0158 

80. 

0 

9931 

145. 

0.9707 

210. 

0 

9490 

275. 

0.9280 

340,. 

0 

9076 

405. 

0 

8878 

470. 

0 

8685 

16... 

. 1 

0154 

81. 

0 

9927 

146. 

0.9704 

211. 

0 

9487 

276.. 

0.9277 

341. 

0 

9073 

406. 

0 

8875 

471. 

0 

8682 

17... 

. 1 

.0151 

82. 

0 

9924 

147. 

0.9701 

212. 

0 

9484 

277.. 

0.9274 

342. 

0 

9070 

407. 

0 

8872 

472, 

0 

8679 

18.,. 

. 1 

.0147 

83. 

0 

9920 

148. 

0,9697 

213. 

0 

9481 

278.. 

0.9271 

343. 

0 

9067 

408. 

0 

8869 

473. 

0 

8676 

19... 

. 1 

.0144 

84. 

0 

9917 

149. 

0.9694 

214. 

0 

9477 

279,. 

0.9267 

344. 

0 

9064 

409. 

0 

8866 

474. 

0 

8673 

20... 

. 1 

0141 

85. 

0 

9914 

ISO. 

0.9691 

215. 

0 

9474 

280. 

0.9264 

345. 

0 

9061 

410. 

0 

8863 

475. 

0 

8671 

21... 

. 1 

.0137 

86. 

0 

9910 

151. 

0.9687 

216. 

0 

9471 

281.. 

0.9261 

346. 

0 

9057 

411. 

0 

8860 

476. 

0 

8668 

22... 

. 1 

0134 

87. 

0 

9907 

152. 

0.9684 

217. 

0 

9468 

282.. 

0.9258 

347. 

0 

9054 

412, 

0 

8857 

477. 

0 

8665 

23... 

. 1 

0130 

88. 

0 

9903 

153. 

0.9680 

218. 

0 

9464 

283.. 

0.92.55 

348. 

0 

9051 

413. 

0 

8854 

478. 

0 

8662 

24... 

. 1 

0126 

89. 

0 

9900 

154. 

0.9677 

219. 

0 

9461 

284.. 

0.9252 

349. 

0 

9048 

414. 

0 

8851 

479. 

0 

8659 

25... 

. 1 

.0123 

90. 

0 

9896 

155. 

0.9674 

220. 

0 

9458 

285.. 

0.9248 

350. 

0 

9045 

415. 

0 

8848 

480. 

0 

8656 

26... 

. 1 

.0119 

91. 

0, 

9892 

156. 

0.9670 

221. 

0 

9454 

286. 

0.9245 

351. 

0 

9042 

416. 

0 

8845 

481. 

0 

8653 

27.,. 

. 1 

.0116 

92. 

0 

9889 

157. 

0.9667 

222. 

0 

9451 

287.. 

0.9242 

352. 

0 

9039 

417. 

0 

8842 

482. 

0 

8650 

28,. , 

. 1 

.0112 

93. 

0 

9886 

158. 

0.9664 

223. 

0 

9448 

288. 

0.9239 

353. 

0 

9036 

418. 

0 

8839 

483. 

0 

8647 

29... 

. 1 

.0109 

94. 

0 

9882 

159. 

0.9660 

224. 

0 

9445 

289. 

0.9236 

354. 

0 

9033 

419. 

0 

88.16 

484. 

0 

8644 

30... 

. 1 

.0106 

95. 

0 

9879 

160. 

0.9657 

225. 

0 

9441 

290.. 

0.9233 

255. 

0 

9030 

420. 

0 

88.33 

485. 

0 

8642 

31... 

. 1 

.0102 

96., 

, 0. 

,9876 

161. 

0.9654 

226.. 

0. 

,9438 

291.. 

0.9229 

356. . 

0. 

9027 

421.. 

0 

,8830 : 

486. 

0, 

8639 

32... 

. 1 

.0098 

97.. 

, 0. 

,9872 

162. 

0,9650 

227.. 

0. 

,9435 

292.. 

0.9226 

357.. 

0. 

,9024 

422., 

, 0. 

,8827 i 

487. 

0, 

8636 

33... 

. 1 

.0095 

98.. 

, 0. 

.9869 

163. 

0.9647 

228.. 

0. 

,9432 

293.. 

0.9223 

3.58. . 

0, 

,9021 

423.. 

, 0. 

.8824 : 

488, 

0, 

8633 

34... 

. 1 

.0092 

99., 

. 0. 

.9865 

164. 

0.9643 

229.. 

0. 

.9428 

294.. 

0.9220 

359. . 

0. 

.9017 

424.. 

, 0. 

.8821 

489. 

0, 

86.10 

3S... 

. 1 

.0088 

100., 

. 0. 

.9862 

165. 

0.9640 

230.. 

0. 

,9425 

295.. 

0.9217 

360. . 

0, 

.9014 

425 , , 

0, 

.8818 

490. 

0, 

8627 

26.., 

. 1 

.0084 

101. , 

, 0. 

.9858 

166. 

0.9637 

231.. 

0. 

.9422 

296.. 

0.9214 

361. . 

0, 

.9011 

426., 

, 0, 

.8815 

491 , 

0, 

8624 

37... 

. 1 

.0081 

102., 

, 0, 

.9855 

167. 

0.9633 

232.. 

0. 

,9419 

297.. 

0.9210 

362.. 

0. 

.9008 

427., 

, 0, 

.8812 

492. 

0, 

8621 

38... 

. 1 

.0077 

103. 

. 0, 

.9852 

168. 

0.9630 

233., 

0, 

.9415 

298.. 

0.9207 

363.. 

0, 

.9005 

428., 

. 0, 

.8809 

493. 

0, 

8618 

39... 

. 1 

.0074 

104.. 

■ O' 

.9848 

169. 

0.9627 

234.. 

0. 

,9412 

299.. 

0.9204 

364. . 

0, 

.9002 

429. , 

, 0, 

.8806 

494. 

0, 

8615 

40... 

1 

.0070 

105. 

. 0, 

.9844 

170. 

0.9623 

235.. 

0. 

.9409 

300. . 

0.9201 

365.. 

0, 

.8999 

4.10 . , 

, 0, 

.8803 

495, 

0 

8613 

41./. 

. 1 

.0067 

106.. 

, 0, 

.9841 

171. 

0.9620 

236., 

0. 

,9406 

301.. 

0.9198 

366. . 

0, 

.8996 

431 . . 

0, 

.8800 

496. 

0, 

8610 

42... 

. 1 

.0063 

107. , 

. 0, 

.9837 

172. 

0.9616 

237.. 

0. 

.9402 

302.. 

0.9195 

367. . 

0, 

.8993 

432.. 

, 0, 

.8797 

497. 

0 

8607 

43... 

. 1 

.0059 

108 . , 

, 0. 

.9834 

173. 

0.9613 

238. . 

0. 

,9399 

303.. 

0.9191 

368.. 

0. 

.8990 

433., 

, 0, 

.8794 

498. 

0, 

8604 

44... 

. 1 

.0056 

109. 

. 0, 

.9831 

174. 

0.9610 

239.. 

0. 

,9396 

304.. 

0.9188 

369.. 

0, 

.8987 

434. . 

0, 

.8791 

499. 

0, 

8601 

45... 

. i 

.0052 

no., 

. 0, 

.9827 

175. 

0.9606 

240.. 

0. 

.9392 

305.. 

0.9185 

370. . 

0, 

.8984 

435., 

, 0, 

.8788 




46... 

. 1 

.0049 

111. 

. 0, 

.9823 

176. 

0.9603 

241.. 

0. 

.9389 

306., 

0.9182 

371.. 

0, 

.8981 

4s16.. 

, 0. 

.8785 : 




47... 

. 1 

.0045 

112. 

. 0, 

.9820 

177. 

0.9600 

242.. 

0. 

.9386 

307.. 

0,9179 

372. . 

0, 

.8978 

437., 

, 0, 

.8782 




48... 

. 1 

.0042 

113. 

. 0, 

.9816 

178. 

0.9596 

243.. 

0, 

.9383 

308.. 

0.9176 

373. . 

0, 

.8975 

438. , 

. 0, 

.8779 




49... 

. 1 

.00,39 

114. 

. 0, 

.9813 

179. 

0.9593 

244.. 

0. 

.9380 

309.. 

0,9173 

374.. 

0, 

.8972 

439. , 

, 0, 

.8776 




,S0... 

. 1 

.0035 

115. 

. 0 

.9809 

180. 

0.9590 

245.. 

0, 

,9376 

310.. 

0.9169 

375. , 

0, 

.8969 

440. , 

, 0, 

.877.1 




■51... 

. 1' 

.0032 

116. 

. 0. 

.9806 

181. 

0,9586 

246.. 

0, 

.9373 

311.. 

0.9166 

376. , 

0 

.8965 

441. 

. 0. 

.8770 




52... 

. 1 

.0028 

117. 

. 0, 

.9802 

182. 

0.9583 

247.. 

0, 

.9370 

312.. 

0.9163 

377., 

0 

.8962 

442. , 

. 0, 

.8767 




53... 

.. 1 

.0025 

118. 

. 0, 

.9799 ! 

183. 

0.9580 

248.. 

0. 

,9367 

313,. 

0,9160 

378.. 

0, 

.8959 

443.. 

, 0. 

.8764 




■54... 

.. 1 

.0021 

119. 

. 0, 

.9795 1 

184. 

0.9576 

249.. 

0. 

.9364 

314.. 

0.9157 

379., 

0, 

.8956 

444.., 

, 0, 

.8762 




55.. 

.. 1 

.0017 

120. 

. 0 

.9792 

IBS. 

0.9573 

250.. 

0, 

.9360 

315.. 

0.9154 

380.. 

0 

.8953 

445., 

. 0 

.,8759 




56... 

'.,1 

.0014 

121. 

. 0 

.9789 : 

186. 

0.9569 

251.. 

0, 

.9357 

316.. 

0.9151 

381. . 

0 

.8950 

446 . , 

. 0 

.8756 




57... 

1 

.0010 

122. 

. 0, 

.9785 i 

187. 

0.9566 

252., 

0, 

.9354 

317.. 

0,9148 

382., 

0 

.8947 

447. 

. 0, 

.8753 




58... 

. 1 

.0007 

123. 

. 0 

.9782 1 

188. 

0.9.563 

253.. 

0, 

.9351 

318.. 

0.9145 

383,, 

0 

.8944 

448. 

. 0, 

.8750 




59... 

, .1 

.0003 

124. 

. 0, 

.9779 i 

189. 

0.9559 

254.. 

0, 

.9347 

319.. 

0,9141 

384. , 

0 

.8941 

449., 

. 0 

.8747 




60... 

. 1 

.0000 

125. 

. 0, 

.9775 i 

190. 

0.9556 

255.. 

0, 

.9344 

320.. 

0,9138 

385.. 

0 

.8938 i 

450. 

. 0 

.8744 1 




61... 

. 0 

.9997 

126. 

. 0 

.9772 

191. 

0.9553 ' 

2.56. . 

0, 

.9341 

321.. 

0.9135 

386. 

0 

.8935 

451. 

. 0 

.8741 




62... 

, . 0 

.9993 

127. 

. 0, 

.9768 

192. 

0.9549 

257., 

0. 

.9338 

322.. 

0.9132 

387. 

0 

.8932 

452. 

. 0 

.8738 




63... 

. 0 

.9990 

128. 

. 0, 

.9765 

193. 

0.9546 

258. . 

0, 

.9335 

323.. 

0.9129 

388., 

0 

.8929 

453 . 

. 0 

.8735 




64... 

. 0 

.9986 

129.: 

. 0. 

.9762 

194. 

0.9543 1 

259.. 

0, 

,9331 i 

324.. 

0.9126 

389. 

0 

.8926 

454. 

. 0 

.8732 I 





® These tables for Group 0 and Group ! have been adopted as standard by the Society as volume correction tables for 
asphaltic products on the joint recommendation of A.S.T.M. Committee D~4 on Road and Paving Materials and Com- 
mittee I)-8 on Bituminous Waterproofing and Roofing Materials. 
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STANDARD ABRIDGED VOLUME CORRECTION TABLE' FOR PETROLEUM OII.S 

GROUP P 


Legend: t ** observed temperature in' degrees Fahrenheit; M » multiplier for reducing oil volumes to the basis of 6b F. 
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M 

0... 

. 1. 

0242 

, 65.. 

0. 

9980 

130. . 

0. 

,9724 

195.. 

0. 
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260. 

, 0. 

.9234 

325.. 

, 0, 
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390. . 

0. 

8769 

:■ 4'5S. 

0. 

8546 

1... 

. 1. 

0238 

66.. 

0. 
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0. 
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0, 

,9472 

261. 

. 0. 

.9230 

326.. 

, 0. 
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0. 

8766 

456.' 

0. 

8543 
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1. 

0234 

67 . . 

0. 
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132.. 

0. 
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197.. 

0. 

,9468 

262. 

. 0. 

,9226 

327.. 

0. 
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392.. 

0. 

8762 

457. 

0. 

8540 
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. 1, 
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0, 
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0. 
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0. 

,9465 

263. 

. 0. 
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0. 
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0. 
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0. 
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. 1. 
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69.. 

0. 
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0. 
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199.. 

0. 

,9461 

264. 

. 0. 

,9219 

j 329.. 

0, 

.8984 

394.. 

0. 

,8755 

459. 

0. 

8533 

S... 

. 1. 

.0222 

70.. 

0. 

9960 

135., 

0. 

,9705 

200. . 

0. 

,9457 

265. 

. 0. 

,9215 

330.. 

0. 

.8980 

395.. 

0. 

8752 

460. 

0. 

8530 

6... 

. 1, 

.0218 

71.. 

0. 

9956 

136.. 

0. 

9701 

201.. 

0. 

,9453 

266. 

. 0. 

,9212 

331.. 

0. 

.8977 

396.. 

0. 

8748 

461. 

0. 

8526 

7.,. 

. 1. 

.0214 

72.. 

0. 
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137.. 

0. 
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0, 
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267. 

. 0. 
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0, 

.8973 

397.. 

0. 

8745 

462. 
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. 1. 
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0. 

,9446 

268. 

. 0. 
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333.. 
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. 0. 
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0. 
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• L 
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® These tables for Group 0 and Group 1 have been adopted as standard by the Society as volume correction tables 
for asphaltic products on the joint recommendation of A.S.T.M. Committee D-4 on Road and raving Materials and 
Committee D-S on Bituminous Waterproofing and Roofing Materials. 
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.^TANBARD ABRIBGEB VOLUME CORRECTION TABLE FOR PETROLEUM OILS 

Group 2 


Lfgiiid t t ®“ observed tempejrature in degrees Fahrenheit; M — multiplier for reducing oil volumes to the basis of 60 F* 
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Group 3 


Legend: t « observed temperature in degrees Fahrenheit; M »= multiplier for reducing oil volumes to the basis of 60 F. 
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Group 4 

Legend: t » observed temperature in degrees Fahrenheit; M = multiplier for reducing oil volumes to the basis of 60 F. 
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STANDAKB ABEIBGED' VOLUME' CORRECTION TABLE' FOR PETROLEUM OILS 

Group 5 

Legend; t - observed temperature in degrees Fabrenbeit; M « multiplier for reducing oil volumes to' tbe basis ©f m F. 
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Legend: t "“ observed temperature in degrees Fahrenheit; M ■“ multiplier for reducing oil volumes to the basis of 60 F. 
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Legend: t » observed temperature in degrees Fahrenheit; M *» multiplier for reducing oil volumes to the basis of 60 F. 
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Standard Method of Test for 

WATER IN PETROLEUM PRODUCTS AND OTHER 
BITUMINOUS MATERIALS' 



A.SXM. Designation; D 95 ~ 46 
Adopted, 1924; Revised, 1927, 1928, 1930, 1940, 1946.® 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 95; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test is intended for 
use in the determination of the water in a 
sample of bituminous material by dis- 
tilling the sample with a volatile solvent. 
The method is suitable for a variety of 
materials but is especially applicable to 
petroleum, fuel oil, road oil, coal tar, 
water-gas tar, coke-oven tar, and other 
petroleum products or bituminous ma- 
terials. 

Note. — For the determination of water in 
grease reference should be made to the proce- 
dure described in the Standard Methods of Anal- 
ysis of Grease (A.S.T.M. Designation: D 128) 
of the American Society for Testing Materials.® 

Apparatus 

2. (a) The apparatus shall consist of a 
metal still or glass flask, heated by suit- 
able means and provided with a reflux 
condenser discharging into a trap con- 
nected to the still ' or flask. The trap 


1 Under the standardization procedure of the Society, 
this method is under the joint jurisdiction of A.S,T.M. 
Committee B-2 on Petroleum Products and Lubricants 
and Committee D-4 on Road and Paving Materials. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1921 to 1924, being revised in 1923 
and 1924. 

» 1946 Book of A.S.T.M. Standards, Part III-A. 


serves to collect and measure the con- 
densed water and to return the solvent 
to the still The type of distilling appa- 
ratus used is not an essential feature of 
this method, but glass has been generally 
used for petroleum products and the 
metal still for road materials and tars. 

(J) Metal SHIL — The metal still (Fig, 
1 (a)) shall be a vertical cylindrical 
vessel, preferably of copper, having a 
faced flange at the top to which the head 
is tightly attached by means of a clamp. 
The head shall be of metal,, preferably 
of brass or copper, and be provided with 
a tubulation 1 in. in inside diameter. 

(<;) Glass Flask — The, glass flask (Fig. 
1 (b)) shall be of the short neck, round- 
bottom 'type, made of well-annealed 
glass, having a capacity of at least 500 
ml, 

(d) Heat Source,— Th^ burner used 
with the metal still shall be a ring gas 
burner 4 in. (100 mm.) in inside di- 
ameter. , With the glass flask, an ordi- 
nary gas burner or electric heater may be' 
'■ used as the source of heat. 

{e) Condenser , — The condenser shall 
be of the water-cooled, reflux, glass-tube 
type, having a condenser jacket not less 
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than 400 inm« (15| in.) in lengtli, with 
an inner tube 9.5 to 12.7 mm. (f to | in.) 
in outside diameter. The end of the 
condenser to be inserted in the trap shall 
be ground off at an angle of 30 ±5 deg. 
from the vertical axis of the condenser. 

(/) Trap , — The trap shall be made of 
weli-annealed glass constructed in ac- 


Solvent 

. 3, (a) The solvent used when testing 
petroleum products or bituminous ma- 
terials • derived from , petroleum shall 
be petroleum naphtha and shall con- 
form to the following distillation re- 
quirements: 




W ic) 


Fig. 1. — Apparatus i 

Gordance with Fig. 1 (c) and shall be 
graduated in 0.1-ml. divisions from 0 to 
2 ml; and 0.2-mL divisions from 2 to 
10 ml The error of the indicated ca- 
pacity from 0 to 2 ml shall not be greater 
than plus or minus 0.05 nil. and from 2 
to 10 ml it shall not exceed plus or minus 
0.10 ml 


A 45 to 55 mm. X% to in 

B (Inside Diameter),.. 14 to 16mm. to in. 

C (Inside Diameter) ... 12 to 16 mm. K ^ 

D 150 to 170 mm. 6 to 6M in, 

E 25 to 38 mm. 1 to III in, 

F 100 to 108 mm. 4 to 4}i in. 

H (Inside Diameter) .. . 18 to 19 mm. % to M in. 

Determining Water. 

5 per cent sliail distill at , a temperature 
not below 194 F. (90 C.) nor above 
212 F. (100 C.) 

90 per cent sball distill ' below 410 F. 
(210C.) 


(b ) . The solvent , used .when testing 
bituminous materials derived from coal 
tar,; water-gas tar, etc., shall be /coal-tar 
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naphtha or a light oil and shall conform 
to the following distillation requirement: 

9S per cent shall distill between 248 F, 
(120 C,) and 482 F. (250 C.) 

(c) The distillation requirements 
specified for the solvents in Paragraphs 

(a) and (6) shall be determined in ac- 
cordance with the Standard Method of 
Test for Distillation of Gasoline, Naph- 
tha, Kerosine, and Similar Petroleum 
Products (A.S.T.M. Designation: D 86) 
of the American Society for Testing 
Materials^ 

Sample 

4. The sample shall be thoroughly 
representative of the material to be 
tested and the portion of the sample 
used for the test shall be thoroughly 
representative of the sample itself. De- 
viation from this requirement shall not 
be permitted. 

Note.— T he difficulties in obtaining proper 
representative samples for this determination 
are unusually great so that the importance of 
sampling cannot be too strongly emphasized. 

Procedure 

5. (a) When the sample to be tested 
contains less than 10 per cent of water, 
exactly 100 ml. of the material to be 
tested shall be placed into the still or 
flask and thoroughly mixed with an 
equal volume of solvent by swirling, 
proper care being taken to avoid any 
loss of material. If the material is 
measured by volume, an accurate 100- 
ml. graduated cylinder shall be used and 
the contents transferred to the still by 
rinsing with one SO-ml portion of solvent 
followed by two successive 2S-ml. por- 
tions of solvent, the cylinder being al- 
lowed to drain each time. When the 
sample to be tested contains more than 
10 per cent of water, the volume of ma- 

^ Appears in this publication, See Contents in Numeric 
Sequence of A.S .T.M . D esignations at front of book. , 


terial used shall be decreased to that 
which will yield somewhat less than TO 
ml. of water. 

Note. — In special cases where the water 
content exceeds 10 per cent and it is not desir- 
able to reduce the size of the sample to that 
which will yield somewhat less than 10 mi. of 
water, a distilling tube receiver graduated from' 

0 to 25 ml. may be used. This tube shall be 
graduated from 0 to 2 ml. in 0.1-ml. divisions 
and from 2 to 25 ml. in 0.2-ml. divisions (see 
Fig. .3 (c) of the Standard Methods of Test- 
ing Emulsified Asphalts (A.S.T.M. Designa- 
tion: D 244) of the American Society for 
Testing Materials).^ 

(b) The connections between the still 
or flask, trap, and condenser shall be 
made by means of tight-fitting stoppers 
or ground-glass joints as shown in Figs. 

1 (a) and (&). The end of the conden- 
ser inserted in the trap shall be adjusted 
to that position which will allow the end 
to be submerged to a depth of not more 
than 1 mm, below the surface of the liq- 
uid in the trap after distillation con- 
ditions have been established. When 
the metal still is used, a heavy paper gas- 
ket moistened with the solvent shall be 
inserted between the lid and flange be- 
fore attaching the clamp. A loose cot- 
ton plug shall be inserted in the top of 
the condenser tube to prevent condensa- 
tion of atmospheric moisture in the con- 
denser tube. 

(c) Heat shall then be applied and so 
regulated that the condensed distillate 
falls from the end of the condenser at 
the rate of from 2 to 5 drops per sec. 
The ring burner used with the metal still 
should be placed about 3 in. above the 
bottom of the still at the beginning of 
the distillation and gradually lowered 
as the distillation proceeds. 

(d) The distillation shall be continued 
at the specified rate until no water is 
visible on any part of the apparatus ex- 
cept at the bottom of the trap. This 
operation usually requires ' less tlian an 
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hour. - A persistent ring of condensed 
water in the condenser tube shall be re- 
moved/by increasing the rate of distilla- 
tion for a few minutes. 

Calculations 

6. The volume of condensed water 
measured in the trap at room tempera- 
ture multiplied by 100 and divided by 
the volume of the sample used shall be 


the percentage of water and shall be re- 
ported as ^ - per cent water by 

volume, A.S.T.M. MethodD 95/’ / 

Reproducibility of Results 

7. Duplicate determinations of water 
by this method should not differ from 
each other by more than one division on 
the trap. 
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BITUMINOUS PAVING PLANT INSPECTION^ 



A.S.T.M. Designation: D 290 - 39 

Adopted, 1939.2 

This Recommended Practice of the American Society for Testing Materials is 
issued under the fixed designation D 290; the final number indicates the year of 
original adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This recommended practice defines 
the authority and duties of the inspector 
at a bituminous paving plant. 

Definitions 

2. (a) Engineer . — Throughout this 
recommended practice the term engi- 
neer shall be construed to mean the en- 
gineer in responsible charge of the work 
or his duly recognized or authorized 
laboratory; or, in the absence of an en- 
gineer, the purchaser or his duly author- 
ized laboratory. 

(5) Contractor . The term contractor 
shall be construed to mean the party 
to the contract who has agreed to supply 
materials and perform work in accord- 
ance with the specifications, or his duly 
authorized representative at the plant. 

(c) Laboratory . — The term laboratory 
shall be construed to mean any super- 
vising laboratory duly authorized by the 

_ 1 Under the standardization procedure of the Society, 
this recommended practice is under the jurisdiction of 
the A.S.T.M. Committee D-4 on Road and Paving Ma- 
terials,^ 

2 Prior to adoption as standard, this recommended 
practice was published as tentative from 1928 to 1939, 
being revised in 1939. 


engineer to direct and advise the inspec- 
tor in the discharge of his duties. 

id) Plant Laboratory . — The term 
plant laboratory shall be construed to 
mean the laboratory operated by or 
under the direction of the plant inspec- 
tor at the plant. 

Responsibilities and General 
■ Duties of Inspector 

Authority 

3. The inspector shall be provided 
with written authority from the engi- 
neer to enable him to insist on the ful- 
fillment of specifications covering mate- 
rials, plant procedure, and products; and 
the rejection of such materials, procedure, 
and products' failing to conform to the 
specifications. The inspector shall have 
available a copy of the specifications 
applying to the particular project, and 
shall be furnished immediately in writ- 
ing with copies of all modifications, 
amendments, , and instructions affecting 
the product of the plant. The inspector 
shall recognize, the right of the contrac- 
tor to use such apparatus, methods, and 
personnel as he . deems proper, provided 
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it is within tlic specifications. ' Any ap- 
peal on the part of the: contractor from 
rejections shall be made in writing to the 
engineer, with a copy to the inspector, 
unless otherwise provided in the con- 
tract. 

Cooperation 

4. It shall be the duty of the plant in- 
spector to cooperate in every reasonable 
way with the contractor so as to assist 
in obtaining economical and efficient 
plant operation; and with the pavement 
inspector in all plant matters relating 
to the economical production of a satis- 
factory material conforming to the spec- 
ifications. 

Duties 

5. In addition to the responsibilities 
specified in Sections 3 and 4, the duties 
of the plant inspector shall be: 

(a) To ascertain that the plant is 
equipped and operated at all times in 
conformity with the specifications (see 
Section 6), 

(b) To collect and submit to the 
laboratory or to test, as directed, sam- 
ples to be used at the plant (see Sections 
7 to 13, inclusive, and Table I), 

(c) To control the proportions and 
temperatures of mixtures and of mate- 
rials within such limits as are assigned 
to him, and to insure that the products 
of the plant are otherwise in accordance 
with the specifications (see ' Sections 14 
to 18), 

(d) To conduct required plant-labora- 
tory tests of materials (see Sections 19 
to 24), 

(e) To record the output of the plant, 
and, as required, the delivery and con- 
sumption of ^ materials at the plant (see 
Section 25), ■' 

(J) To fulfill other ' assigned duties, 

, (see Section 26) , and 

(g) To submit daily reports (see Sec- 
tions 27 and 2,8). 


Plant Eqihpment and Operation 
Plant Equipment and Operation ■ 

6. The inspector shall ■ ascertain , as 
early - as possible that the plant. ' is • 
equipped in accordance with specifica- 
tions and capable of producing a mix- 
ture conforming to the requirements of 
the specifications. . He shall also ■ de- 
termine if the liners, gate, and blades of 
the mixer are in satisfactory condition 
for efficient mixing. He shall make; all 
necessary determinations of the accuracy 
of scales, using standard weights, and 
of the volume of various containers if 
used in the proportioning of mixtures. 
During the operation of the plant, he 
shall check at frequent intervals the 
accuracy of various scales used in de- 
termining the weight of each material. 
He shall examine sieves used in separat- 
ing heated aggregates for bin storage to 
see that the sieve openings are of the 
proper size, and that the various sieve 
sections are properly placed over the 
bins. 

Sampling 

Sampling 

7. As far as possible in advance, and 
preferably at least three to five days be- 
fore beginning work on each contract, 
samples of each material to be used in 
the mixtures shall be collected by the 
inspector and submitted to the labora- 
tory or tested by him as directed as 
shown in Table I. Should the sources 
of supply of any material received 
change from that represented by the 
first sample taken by the inspector, new 
samples shall be submitted by the in- 
spector. 

Marking 

8. Beginning at the start of operations 
on a given contract, the inspector shall 
assign class designations to each class of 
material being sampled, and each sample 
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TABLE I.-INDEX OF SAMPLING BITCMINOUS PAVING MATERIALS. 


Material 

Method 

Quantity 

When Collected 

By Whom 
Tested 

Asphalt Sand..,,. 

Tentative Methods of 
Sampling Stone, 

Slag, Gravel, Sand, 
and Stone Block for 
Use as Highway Ma- 
terials (A,S.T.M- 
Designation: D 75) 
of the American So- 
ciety for Testing 
Materials* 

Sib. 

Each car or boat and 
truck deliveries by, 
special instructions 
from preli.minary or 
first shipments from 
given source, or 
when source or sup- 
ply changes, or if 
change occurs in ma- 
terials receivfed 

Laboratory 

Daily from subsequent 
shipments, and sand 
in use from stock 
pile 

Plant Labora- 
tory 

Screenings ' 

Same as for asphalt 
sand 

Sib. 

Same as for asphalt 
sand 

Same, as for as- 
1 phalt sand 

Crushed Stone. 

Same as for asphalt 
sand 

15 to 20 lb. 

Same as for asphalt 
sand 

Same as for as- 
phalt sand 

Filler 

.Composite from eight 
to ten sacks, mixing 
and quartering 

5 lb. 

Same as for asphalt 
sand 

Same as for as- 
phalt sand 

Heated Aggregates 

By use of shovel as ag- 
gregate flows from 
storage bin 

5 to 20 lb., depending 
on whether coarse or 
fine aggregate 

At least daily 

Plant Labora- 
tory 

1 

. ! 

, i 

Asphalt Cement j 

1 

A 

B 

Tentative Methods 
of Sampling Bitu- 
minous Materials 
(A.S.T.M, Designa- 
tion: D 140) of the 
American Society 
for Testing Mate- 
rials® 

1 qt. 

Each car or boat 

Laboratory 

In metal container 
from valve over as- 
phalt bucket on 
plant. Mixed and 
poured into 3-oz, can 

3 oz. 

Daily" 

Plant Labora- 
tory and Lab- 
oratory 

Crude Asphalt j 

Refined Asphalt 

Flux' 


Tentative Methods of 
Sampling Bitumi- 
nous Materials 

(A.S.T.M. Designa- 
tion: D 140) of the 
American Society 
for Testing Mate- 
rials® 

1 qt. 

1 qt. 

1 qt. 

Each car or boat 

Each car or boat 

Each car or boat 

Laboratory 

Laboratory 

Laboratory 

Finished Mixtures 

’A. To determine av- 
erage daily anal- 
> ysis of mixture 

B. For determina- 
tion of uniform- 
ity of individual 
or of different 
batches 

Composite from num- 
ber of batches 

4 oz., min., for sheet 
asphalt; 5 lb., min., 
for asphaltic con- 
crete or binder 

Daily 

Laboratory „ 

From individual 

batches 

4 oz., min., for sheet 
asphalt; 5 lb., min., 
for asphaltic con- 
crete or binder 

As directed 

Laboratory 

Asphalt Block 

Select blocks represent- 
ative of production 

2 blocks 

Daily 

Laboratory 


® When fluxing at pa-niig plants, preliminary 3-oz. samples shall also be taken from each melting kettle, when reads 
and completely mixed. This is in addition to daily 3-oz. sample as provided above. 


® Appears in this publication, see Contents in Numeric Sequence of A.S.T.M. Designations at front of book. 
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selected shall be numbered serially in 
that class, continuing numerically until 
the completion of the work. Care shall 
be taken that the series of numbers is 
not broken or numbers duplicated. All 
samples .sent to the laboratory shall be 
marked in such a manner as to insure 
complete identification. Letters and 
numbers may be scratched or punched 
clearly on tin cans, and marked with 
ink or paint on other sample containers 
or on sections of pavement. 

Asphalt Cement 

9. (a) Daily control samples of as* 
phalt cement and mixtures shall be se- 
lected and, at the end of the day’s work? 
forwarded to the laboratory without 
delay, 

(b) Daily samples of asphalt cement 
which the inspector has tested for pene- 
tration shall be forwarded to the labo- 
ratory. 

Crude Asphalt, Refined Asphalt, and 

Flux 

10. When forwarding samples of crude 
asphalt, refined asphalt, and flux to the 
laboratory, in the inspection covering 
the manufacture of asphalt blocks, in- 
formation shall also be furnished rela- 
tive to the proportions by weight being 
used so that proper combination can be 
made for analysis and check determina- 
tions. 

Sheet Asphalt Surface Mixture 

11. Daily samples of sheet asphalt 
surface mixtures shall be obtained by the 
inspector for the laboratory. Each sam- 
ple shall consist of small quantities from 
not less than ten, and preferably more, 
separate batches. The portions selected 
shall be molded into a container pro- 
vided for that purpose. Care shall be 
taken in selecting and after collection of 
these samples to prevent contamina- 
tion by dust or other foreign material. 


It is desirable to scrape away the top 
material in a batch before sampling to 
prevent any contamination. 

Bituminous Concrete 

12. (a) Control Samples ssim- 
pies of bituminous concrete mixtures 
shall be taken by the inspector, using 
either method (1) or (2) as follows : 

(1) Take small portions from a 
number of batches and store them on a 
metal plate until near the end of the 
day. At the end of this time heat the 
entire mass, taking care not to apply 
too high a temperature, mix thor- 
oughly, and select the sample in small 
portions from this mass. 

(2) Collect portions from one or 
more batches on a large shovel, mix 
thoroughly while still warm, and place 
a representative scoopful directly in a 
container. This operation shall be 
repeated as often as possible to repre- 
sent a maximum number of batches. 
Care shall be taken to avoid segrega- 
tion of either stone or bituminous mor- 
tar, and in selecting the portions of the 
sample care shall be taken to scrape 
away the top material in a load so as to 
avoid dust or any segregated unrepre- 
sentative mixture. Precautions shall 
also be taken to prevent contamination, 
by dust or other foreign material, of 
the sample after collection. 

(b) Uniformity Samples , — Samples 
shall be taken hy the inspector, as di- 
rected, to show the uniformity of the 
mixture by either selecting three sepa- 
rate portions from separate distinct spots 
in the batch, or by selecting a represent- 
ative sample from difierent individual 
batches throughout a day’s run. The 
samples collected shall be placed in 
separate containers and each container 
shall be properly identified and dis- 
tinctly marked “Uniformity Sample” 
furnishing also the temperature and 
length of time the batch was mixed. 
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Rejected Materials 

: 13. .Samples of all materials rejected 
by the; inspector shall be forwarded to 
the laboratory. 

: ' , ^ Prep.aration op MixTimEs' 

Proportioning Materials 

14. Within the limits of the specifica- 
tionSj the inspector shall receive instruc- 
tions from the engineer in regard to the 
desired proportion of each ingredient 
that enters into a mixture and the range 
of proportions within which he should 
work. It is advisable, whenever pos- 
sible, to have entire loads of the mixture 
weighed, as a further check on the weight 
or volumetric proportioning being used 
in the plant. 

Volumetric Proportioning 

15. (a) Dry Aggregates —'When dry, 
heated sand and stone are measured by 
volume, their weights per cubic foot, hot, 
shall be determined in order to calculate 
the proportions. The weight per cubic 
foot of the filler shall also be determined, 
at the approximate temperature of use, 
for calculating the correct amount to 
be added, 

(5) Wet Aggregates. — When wet sand, 
stone, and screenings are being measured 
by volume, the moisture content of each 
shall be determined by drying a repre- 
sentative sample and calculating the per- 
centage of moisture. Deductions for 
moisture shall be made from the weights 
of each material forming the total batch 
in calculating the required amount of 
asphalt cement. The percentage of 
moisture in aggregates shall always be 
entered on the daily report. The de- 
termination shall be made frequently on 
sand and fine screenings. Loss of fine 
material in the drying process shall be 
compensated for by the use of additional 
filler in proportioning. , 


Proportioning hj Weight 

16. (a) Asphalt cement shall always 
be measured by weight. The actual 
percentage of bitumen in the asphalt 
cement should be ascertained from the 
laboratory in order to determine the 
proportion of asphalt cement to be used 
in the mixture. 

(b) The inspector should note whether 
the scales on the mixing platform are 
being handled carefully, taking care that 
the aggregate hoppers and asphalt 
bucket swing freely during the weighing 
and that the beam is brought to a float- 
ing position. He should note whether 
the .asphalt bucket is drained com- 
pletely for each batch, and check the 
tare weight of the empty asphalt bucket 
at frequent intervals so as to compensate 
for the amount of asphalt clinging to the 
bucket after each pouring. Particular 
attention shall be paid to this point in 
cool weather and at times when there 
has been a long interval between loads. 

Combining Aggregates 

17. (a) The inspector shall give par- 
ticular attention to the combination of 
aggregates before they enter the drier, 
and especially to the combination of fine 
aggregates. Wliere the proportions of 
the final mixture are dependent upon the 
supply of aggregates to a belt conveyor 
or elevator, he shall see that the supply 
of each aggregate to the conveyor is 
continuous and uniform. When two or 
more kinds of aggregate are combined on 
the ground and measured in such con- 
tainers as wheelbarrows, which must be 
of equal volumes, the containers shall 
be struck off to a level surface.. Irregu- 
lar heaping shall not be permitted. 

(b) The inspector shall make certain 
that the mixer operator allows mineral 
aggregates to become thoroughly mixed 
before the addition of asphalt cement, 
and that the -time of mixing is sufficient 
to prepare a. uniform mixture. , 
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Temperature of Materials 

18 . (a) The inspector shall check the 
temperature of all ingredients . of the 
mixture, especially mineral aggregates, 
and of the mixtures, as frequently as 
possible. He should assist plant em- 
ployees in every way in keeping tempera- 
tures uniform by notifying the plant 
foreman of any marked changes that he 
may observe. Should the aggregates 
be of improper temperature, mixing 
operations shall be discontinued until 
aggregates of the proper temperature are 
obtained. 

(&) The desired temperatures at the 
plant will depend upon the kind of mix- 
ture being prepared, the type of asphalt 
being used, weather conditions, and the 
length of haul. The inspector should 
receive instructions as to the tempera- 
ture range desired for each contract. 

Plant Testing of Materials 
Sand 

19. The sands shall be tested daily in 
accordance with the Standard Method of 
Test for Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M. Desig- 
nation: C 136) of the American Society 
for Testing Materials.^ When two or 
more grades of sand are being received 
for use in combination, separate me- 
chanical analysis shall be made on 
shipments of each variety and the re- 
sultant combination calculated and 
shown on the daily report. The propor- 
tions in which sands are combined shall 
also be shown on the report. 

Filler ' 

20. Samples of the thoroughly dry 
filler shall be tested in accordance with 
the Standard Method of Test for Sieve 
Analysis of Mineral Filler (A.S.T.M. 
Designation: D 546) of the American 
Society for Testing Materials.® 
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Screenings 

21. The mechanical analysis of screen- 
ings shall be determined on a dried sam- 
ple of not less than 250 g., and if the 
screenings are very coarse or contain a 
considerable percentage of particles 
larger than | in. in diameter, an amount 
up to 500 g. may be used. The sample 
shall be sieved on a No. 10 (2000-micron) 
sieve and the percentages retained on 
and passing this sieve shall be deter- 
mined, If the amount passing the No. 
10 sieve is much greater than 100 g., 
a portion of it, after thorough mixing, 
may be selected for sieve analysis by 
quartering and then tested as previously 
specified in Section 19. The percentages 
retained on each sieve shall be calculated 
on the basis of the original sample. 
The portion retained on the No. 10 
sieve shall be sieved over various coarser 
sieves as may be required. 

Stone 

22. Coarse aggregate shall be tested 
for grading in accordance with the 
Standard Method of Test for Sieve 
Analysis of Fine and Coarse Aggregates 
(A.S.T.M. Designation: C 136) of the 
American Society for Testing Materials.® 
When stone is being used from a large 
stock pile, frequent mechanical analyses 
shall be made as the work progresses. 

Asphalt Cement 

23. (a) The inspector shall make daily 
penetration tests of each tank of asphalt 
cement used in the day^s work. The 
sample shall be placed in 3-oz. tiii boxes 
and the test made in accordance with 
the Standard Method of Test for Pene- 
tration of Bituminous Materials (A.S. 
T.M. Designation: D 5) of the American 
Society for Testing Materials.® After 
the test, all water shall be drained from 
the samples and the boxes closed with 
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ASPHALT PLANT REPORT 


State or County 


Street, Route, AppL 


City, Twp. or Boro 


Sec. No. or Block 


Date. ........... 19. .. . Weather, 

Type of Const,. : 

Contractor 

Binder or S. C. Sta,. . . . . 

,W. S, or B. C. Sta... 


, . . . . .Temp. A.M.. ...... F. A. P. No Eng. Dist.. . ........ 

.Type of Plant,' Location of Plant. — .... 

... Amount of Contract... . . ..... ..... — sq. yd. 

] .to. Sta.. Lineal ,ft. S. C, or Binder 

. .to Sta.. ... ■ Lineal ft. W. S. or B. C .' — ... 


Course 

Temps. 

No. 

Batches, 

Hr. in 
Operation 

Laid 


Min. 

< 




j 




Binder ot S. C. 







W. S. or B. C... ..... 















Binder or S. C., lb,. per ,sq. yd.,,. ............... 

W. S. or'B. C., lb. per sq. yd.... 

/Total, lb. per sq. yd..... . 

No. 01 ,sq..yd. laid to .date, Completed PavT,. 
No. of sq. yd... laid "today, .Completed Pav’t.,., 
No, of.sq. yd. laid, total, Corapleted Pav’t.. . . 


Plant Labor 


Foremen.,... .... . 

Engineers... . . , . . 

Skilled Labor.... 

Unskilled Labor. 
Trucks 


No. 


Hours 


Total 

Hours 


. Materials 

Kind or 
Brand 

Tons 

on 

Hand 

Tons 

Used 









Asphaltic Cement. .. .... 








Portland Cement. 
















Gravel.'. . .......... . . . . . 




Crushed Stone. 




Screenings. 




Coal. * . . 




Coke. 




Fuel Oil (gai) . . ........ 




Lub. Oil (gal.) .......... 

























Total Hours. , 


Sampled From 


No. 200. 
No. SO.. 
No 40.. 
No. 10.. 
No. 4... 
34' in,... 
M in-... 
1 m..... 

, 1,14 in... 
Ret. on 134 in- 

Total.......... 


Sand 


Stone 


Screenings 


Penetrations 


No. Test 


Samples to laboratory 


W. S.. 
B. C'.. 
S. C.. 
A. C,. 
R. A.. 


Filler 

Sand.. 

Screenings. , 
•Stone.. 


Temperatures 


Max.. 

Min.. 

Avg.. 


Tank No. 1 A. C. Tank No. 2 A. C. 


Batch Weights and Percentage of Mixtures 


, Material: 

Binder 

(lb.) 

Per . 
Cent 

W. S, (lb.) 

Per 

Cent 

B. C. (lb.) 

Per 

Cent 

S. G. (lb.) 

Per 

Cent 


'A.:C..,.'...., 










Filler (Dust),,. .. . . , . ..... .... 










Sand'...':......;............,..'...'.. 










Screenings. 










Stone 










Total 













' ' i 



! 














Time arrived Record of OJB&cial Inspections. 

Beginning of operation — ...... ...... Calculations ........ Notes to Lab. Remarks ....... 

Time taken for lunch Shown on reverse side (check items to which reference is 

Timedeparted made) 


Note: 

A. C. » Asphalt Cement. S. C. * 

B. C, =* Bituminous Concrete. W. S. = 

R. A. '*» Refined Asphalt, 


Seal Coat, 

' Wearing Surface. 


.Inspector. 
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tightly fitting lids for shipment to the 
laboratory. 

(5) A working range of ten points 
penetration for the asphalt cement will 
usually be set by the specifications for 
each contract, and if results should show, 
a deviation beyond this range a check 
determination shall be made. The in- 
spector should be instructed as to what 
action he should take when the penetra- 
tion of asphalt cement is not within the 
prescribed limits. 

Heated Aggregates 

2i. Samples of aggregates which have 
passed through the drying and heating 
process shall be taken and tested at 
least once each day, and more frequently 
if necessary, to determine the uniformity 
of bin materials. Samples may be se- 
cured by passing a shovel or pan quickly 
through the stream of hot material as it 
flows from the storage bin. All tests 
of these materials shall be recorded on 
the plant report. The results will show: 
(1) when blended materials are being 
used, whether mixing is being carried 
on satisfactorily, and (2) whether separa- 
tion of aggregates by sizes has been 
complete. If the dried sand is con- 
taminated with stone, steps shall be 
taken to determine the cause and to 
make correction. 

Report 

Production of Plant 

25. The inspector shall record daily 
the time and hours of operation of the 
plant, the number of batches and num- 
ber of loads of each type of mixture pro- 
duced, and also the total amounts of 
each material used during the day and 
on hand at the end of the day. At 
times, the^ inspector may be required to 
record the locations at which mixtures 
were laid on the road. 


Miscellaneous Data 

26. When obtainable, the inspector 
may be required to report cost data, in- 
including the hours of work for eadh 
classification of labor, trucks, super- 
intendents, etc., and the rates of com- 
pensation. 

Daily Reports 

27. At the close of each working day, 
whether the plant is in operation or not, 
the inspector shall forward to the en- 
gineer and laboratory a consecutively 
numbered daily report, using a form 
which gives all the required information. 
All data pertinent to the work not 
covered by the form should be given on 
the reverse side of the report sheet, 
and communications of exceptional im- 
portance only should be sent separately 
from the report. Wlien work is sus- 
pended for several days, the inspector 
may not be required to submit reports 
daily, but the last report should state 
why and for what periods work has been 
discontinued. The inspector shall re- 
tain copies of these reports and com- 
munications and, in addition, keep a 
daily record of all matters pertaining to 
his work, particularly as to his action 
in acceptance or rejection of materials 
with reasons therefor, instructions or 
suggestions to the contractor, and re- 
ceipt of instructions from the engineer 
or laboratory. 

Report Form 

28. A standard form of report is not 
practicable for all conditions and types 
of pavement, but the report form ap- 
pearing at the end of this recommended 
practice is a typical form showing the 
kind of information which should be 
included; additional data may be called 
for as required. 



Standard D ejinitions of 


TERMS RELATING TO MATERIALS FOR ROADS AND 

PAVEMENTS^ 



A.S.T.M. Designatioii: D 8 - 46 
Adopted, 1912 ; Revised, 1915 , 1918 , 1932 , 1933 , 1946 . 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 8; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Bituminous Materials 
Relating in General to Bituminous 
Materials 

Bitumens, — Mixtures of hydrocarbons of 
natural or pyrogenous origin, or com- 
binations of both, frequently ac- 
companied by their non-metallic 
derivatives, which may be gaseous, 
liquid, semisolid, or solid, and which 
are completely soluble in carbon di- 
sulfide. 

Bituminous, — Containing bitumen or 
constituting the source of bitumen. 

Bituminous Emulsion, — A liquid mixture 
in which minute globules of bitumen 
are held in suspension in water or a 
watery solution. 

Cut-Back Products, — Petrolemn or tar 
residuums which have been fluxed 
with distillates. 

Fluxes, — Bituminous materials, gener- 
ally liquid, in which the predominat- 
ing constituent is bitumen, used in 
combination with asphalts for the 
purpose of softening the latter. 

' Under the standardization procedure of the Society, 

these definitions are under the jurisdiction of the A.S.T.M. 

Committee D-4 on Road and Raving Materials. 


Liquid Bituminous Materials, — Those, 
having a penetration at 25 C. (77 F.), 
under a load of SO g. applied for 1 
sec., of more than 350. 

Semisolid Bituminous Materials, — Those 
having a penetration at 25 C. (77 F.), 
under a load of 100 g. applied for S 
sec., of more than 10, and a penetra- 
tion at 25 C. (77 F.), under a load of 
50 g. applied for 1 sec., of not more 
than 350. 

Solid Bituminous Materials, — ^Those hav- 
ing a penetration at 25 C. (77 F.), 
under a load of 100 g. applied for 5 
sec., of not more than 10. 

Relating Specifically to Petroleum or 
Asphalts 

Asphalts, — Black to dark-brown solid or 
semisolid cementitious materials which 
gradually liquefy when heated, in 
which the predominating constituents 
are bitumens all of which occur in the 
solid or semisolid form in nature or are 
obtained by refining petroleum, or 
which are combinations; of the bitu- 
mens mentioned with each other or 
with petroleum or derivatives thereof 
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Artificial Recommended that 

.the' use of term be discontinued. 

A fluxed or unfluxed 
asphalt specially prepared as to qual- 
ity and consistency for -direct use in 
the manufacture of bituminous- pave- 
ments, and having a penetration at 
25 G. (77 F.) of between 5 and 300, 
under a load of 100 g. applied for 5 sec. 

Liquid Asphalt . — This is a trade term 
not subject to definition. 

N alive Asphalt . — ^Asphalt occurring as 
such in nature. 

Road Asphalt— This is a trade term not 
subject to definition. 

Rock Asphalt . — Sandstone or limestone 
naturally impregnated with asphalt. 

Petroleum— lAc^iA bitumen occurring 
as such in nature. 

Blown Petroleums or solid 
products produced primarily by the 
action of air upon liquid native bitu- 
mens which are heated during the 
blowing process. 

Topped Petroleum . — Petroleum deprived 
of its more volatile constituents. 

Asphaltenes . — The components of the 
bitumen in petroleums, petroleum 
products, malthas, asphalt cements, 
and solid native bitumens, which are 
soluble in carbon disulfide but in- 
soluble in paraffin naphthas. 

Carbenes.—Th^ components of the bitu- 
men in petroleums, petroleum prod- 
ucts, malthas, asphalt cements, and 
solid native bitumens, which are solu- 
ble in carbon disulfide but insoluble 
in carbon tetrachloride. 

Relating Specifically to Tars and Pitches 

Tars.— Bldick to dark-brown bituminous 
condensates which yield substantial 
quantities of pitch when partially 
evaporated or fractionally ' distilled, 
and which are produced by destruc- 
tive distillation of organic material, 
such as coal, oil, lignite, peat, and 
wood. ' 


Coal Tar . — ^Tar produced by the de- 
structive distillation of bituminous 

coal. 

Gas-House Coal Taf.-— Coal tar produced 
in gas-house retorts in the manu- 
facture of illuminating gas from bitu- 
minous coal 

Coke-Oven Tar . — Coal tar produced in 
by-product coke ovens in the manu- 
facture of coke from bituminous coal. 

Oil-gas Tars . — Tars produced by crack- 
ing oil vapors at high temperatures in 
the manufacture of oil gas. 

Water-Gas Tars . — ^Tars produced by 
cracking oil vapors at high tempera- 
tures in the manufacture of carbur- 
etted water-gas. 

Dehydrated Tars . — Tars from which all 
water has been removed. 

Refined Tar . — Tar freed from water by 
evaporation or distillation which is 
continued until the residue is of de- 
sired consistency; or a product pro- 
duced by fluxing tar residuum with 
tar distillate. 

Dead Oils . — Oils with a density greater 
than water which are distilled from 
tars. 

Pitches . — Black or dark-brown solid ce- 
mentitious residues which gradually 
liquefy when heated and which are 
produced by the partial evaporation 
or fractional distillation of tars. 

Straight-run Pitch . — A pitch run to the 
consistency desired, in the initial proc- 
ess of distillation, without subsequent 
fluxing. 

Free Carbon in Tars.—Oxgmic matter 
which is insoluble in carbon disulfide. 

Relating Specifically to Tests 

Normal Temperature . — ^As applied to 
laboratory observations of the physi- 
cal characteristics of bituminous ma- 
terials, is 25 C. (77 F). 

Consistency.— Tho degree of solidity or 
fluidity of bituminous materials. 
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Fixed Carbon.— The organic , matter of 
the': residual coke obtained upon burn- 
ing hydrocarbon products in a covered 
' vessel in the absence of free, oxygen. 
Pemtratiofi. — The, consistency of' a bitu- 
minous material expressed as the dis- 
' , tance that a standard needle vertically 
' penetrates a sample of the material 
under known conditions of loading, 
time and temperature. Where .the 
conditions of test are not specifically 
mentioned, the load, time, and tem- 
perature are understood to be 100 g., 
5 sec., and 25 C. (77 F,), respectively, 
and the units of penetration to indi- 
cate hundredths of a centimeter. 
Viscosity —The measure of the resistance 
to flow of a bituminous material, 
usually stated as the time of flow of a 
given amount of the material through 
a given orifice. 

Nonbituminous Materials 

Relating in General to Nonbituminous 
Materials 

Aggregate. — ^The inert material, such as 
sand, gravel, shell, slag, or broken 
stone or combinations thereof, with 
which the cementing material is mixed 
to form a mortar or concrete. 

Matrix. — ^The binding material or mix- 
ture of binding material and fine ag- 
gregate in which the large aggregate 
is embedded or held in place. 
Crusher-Run.— The total unscreened 
product of a stone crusher. 

Stone Chips. — Small angular fragments 
of Stone containing no dust. 
Tailings.— Btoms which after going 
through the crusher do not pass 
through the largest openings of the 
screen. ; ' ■ . ■' 

Rubble. — ^Rough stones of irregular 
shapes and sizes, broken from larger 


masses either naturally or artificially, 
as by geological action, in quarrying, 
or in stone cutting or blasting. 

Relating Specifically to Materials 

Bank Gravel.— Gmvd found in natural 
deposits, usually more or less inter- 
mixed with fine material such as sand 
or clay, or combinations thereof; 
■gravelly clay, gravelly sand, clayey 
gravel and sandy gravel, indicate the 
varying proportions of the materials 
in the mixture. 

C/mfer.— Generally a fused or partly 
fused by-product of' the combustion 
of coal, but also including lava and 
portland-cement clinker, and partly 
vitrified slag and brick. 

CAer^.—Compact siliceous rock formed 
of calcedonic or opaline silica, or both. 

Granite. — A granitoid igneous rock con- 
sisting of quartz, orthoclase, more or 
less oligoclase, biotite and muscovite. 

Granitoid. — A textural term to describe 
those igneous rocks which are entirely 
composed of recognizable minerals. 

Slag. — Fused or partly fused compounds 
of silica in combination with lime or 
other bases, resulting in secondary 
products from the reduction of metal- 
lic ores. 

Soil. — A mixture of fine earthy material 

■ with more or less organic matter re- 
sulting from the growth and decom- 
position of vegetation or animal mat- 
ter. 

Relating Specifically to Tests 

Mesh. — The square opening of a sieve. 

Screen. — In laboratory work an appa- 
ratus, in which the apertures are circu- 
lar, for separating sizes of material. 

Sieve. — In laboratory work an apparatus, 
in which the apertures, are square,' for 
separating sizes of material 



Standard Methods of 

SURVEYING AND SAMPLING SOILS FOR HIGHWAY 

SUBGRADES‘ 



A.S.T.M. Designation: B 420 - 45 

Adopted, 1945.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 420; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Purpose of Subgrade Survey 

1. The purpose of the subgrade survey 
is to furnish the engineer with significant 
information on the following subjects: 

(a) The final location of the road both 
vertically and horizontally. 

(5) The selection of suitable fill 
material. 

(c) The design of the roadway section. 

{d) The design and location of ditches, 
culverts, and drains. 

{e) The need for subgrade treatment 
and the type of treatment required. 

(/) The selection of the type of road 
surface, and its design. 

Scope of Subgrade Survey 

2. These methods cover procedures 
for the surveying and sampling, for iden- 
tification and subgrade profile purposes, 
of soils for highway subgrades but do 
not include the examination of soils for 
their supporting value as foundation 
. materiais or stability in . slopes. These 

1 Under the standardisation procedure of the Society, 
these methods are under the jurisdiction of the A.S.TJM. 
Gommittee B-IS on Soils for Engineering Purposes. 

2 Prior to adoption as standard, these methods were 
published as tentative from 193S to 1945, being revised in 
1940 and 1942. 


same methods can be applied to survey^ 
ing subgrades for airport runways, park- 
ing, or taxiway areas. 

Note, — Investigation of soils under struc- 
tures or fills for their supporting value and tlie 
stability of slopes in embankments or cuts 
should not be overlooked by the engineer and 
where necessary a thorough study of these 
factors should be made. This wifi require 
special procedures and equipment not covered 
in these methods. 

Equipment for Subgrade Survey 

3. The following equipment is re- 
quired to make a subgrade survey: 

{a) One 3-ft. soil auger and three 3-ft. 
extensions as illustrated in Fig. 1. 

(5) Two small pipe wrenches. 

(c) One light pick. 

{d) One shovel. 

{e) A supply of sample bags. 
if) A supply of tags for marking 
samples. 

(g) A ball of twine. 

0%) Om engineer's level. 

(f) One hand level. 

(/) One 12-ft. level rod, three-section 
(^) One 100-ft. metallic tape. 
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(J) One 12 by IS in. strip of stiff 
cardboard.: 

(w) One roll of 20-in. cross-section 
paper, 10 divisions to the inch each way. 

(n) Notebooks. 

(o) A supply of survey stakes. 

(p) One camera and supply of films. 

(q) A supply of keel 

Soil Profile Determination 

4. The soil profile shall be determined 
by examining the soil in its natural field 
condition. This work may be accom- 
plished by examining excavations, road 
cuts, etc. ; however, the most commonly 
used method is, of necessity, the soil 
auger. There is no definite rule to follow 
in making these examinations, except 
that the soil should be examined at in- 
tervals close enough to determine the soil 
type and by borings deep enough to pene- 
trate the more or less nonuniform layers 
of soil or soil material 


Ah/c/? ^‘*Deepj ^‘'Wfde 

/ Auger i 'Sfatidard Pipe r- ■ 

1 Groove Every 6"'^^ 
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— 



Extension 


Fig. 1. — Auger for Obtaining Soil Samples. 

Examination of Soil Section 

5. The examination of the soil section 
should proceed in a systematic way, pay- 
ing particular attention to the properties 
described in Sections 6 to 12: 

6. Texture , — ^The successive layers or 
horizons differing in texture, or in fine- 
ness or coarseness of the material, should 
be carefully examined. The examina- 
tion should extend to a depth of at least 
S or 6 ft. The texture of each layer 
and its thickness should be described. 

7. Color , — The successive layers 

which can be differentiated according to 


differences in color should be noted. 
Each layer should be described and its 
thickness given. 

8. Structure, — The several layers that 
differ according to structure should be 
examined carefully, structure being de- 
fined as the kind and size of soil particle 
aggregation. Special note should be 
made of horizons with the following: 

(a) Fine granular structure (granules 
about the size of bird shot or smaller). 

(b) Coarse granular structure (gran- 
ules ranging up to J in. or more in diam- 
eter and usually more angular or 
irregular in shape than the granules 
making up the fine granular structure). 

(c) Layered or platey structure, in 
which the material splits into thin plates 
(not to be confused with stratification). 

{d) Buckshot structure, in which the 
soil on drying breaks up into angular 
fragments (found to characterize heavy 
clays usually having a considerable per- 
centage of lime). 

(e) Single-grain structure in which the 
material is like flour or sand with no 
aggregation of particles. 

9. Consistency, — A determination 

should be made of the successive layers 
or horizons differing in consistency 
(stickiness, friability, plasticity). A de- 
scription of each should be given and its 
thickness noted. 

10. Compactness, '-—Th.e relative com- 
pactness of the several layers should be 
determined, as measured by the degree 
of resistance to the penetration of a 
pointed instrument. 

11. Cementation,— TX should be deter- 
mined whether or not resistance to pene- 
tration is due in any horizon to cementa- 
tion. If so, the probable cementing 
material (light colored or reddish, very 
strongly cemented or weakly cemented) 
should be ascertained. 

12. Chemical C omposition , — {a) While 
the determination of the chemical com- 
position of the various parts of the soil 
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section or profile can not be performed 
in the field by the usual field methods, 
there are certain features that may, be 
determined in at least a qualitative way. 
Field examination can detect the pres- 
ence of horizons with concentrations of 
organic matter or of salts of the alkalies 
-and alkaline earths. 

(&) The organic matter referred to in 
Paragraph (a) is that contained in the 
soil and not that lying on the soil. Of 
this there are two kinds to be looked for: 
namely, 

(1) The organic matter in the surface 
soil is recognized by the dark color, and 
the approximate relative percentage 
present is indicated by the intensity of 
the dark color. The determination of 
the thickness of the dark-colored layer in 
the virgin soil is very important. 

(2) In some soils, usually confined to 
regions with a cool, moist climate, there 
is present, at a depth ranging from 6 in. 
or less to somewhat more than a foot, a 
layer of brown or coffee-brown organic 
matter forming a layer 6 or 8 in. in 
thickness. 

(c) The salts of the alkalies and alka- 
line earths accumulate in the soil under 
favorable conditions. Alkaline deposits 
are commonly found in semiarid and 
desert regions where the rainfall is insuffi- 
cient to remove these salts from the soil. 
In these areas the location and extent of 
all such deposits shall be carefully noted. 

(d) Horizons of lime carbonate ac- 
cumulation may be readily identified and 
should be looked for where the rainfall 
is less than 17 to 18 in. per year in cool 
to cold climates and 30 in. per year in 
hot or very warm climates. The un- 
weathered material beneath the soil in 
any region, arid, subhumid, or humid 
may have a high percentage of lime 
carbonate, but such material should not 
be confused with the horizon of true 
lime carbonate accumulation. 

(e) Sesquioxides accumulate in the 
soil under favorable conditions. Since 


accumulations of aluminum hydroxide 
are not readily identified by the usual 
field methods these may be left out of 
consideration. Accumulations of iron 
oxides are, however, important to con- 
sider, 

(/) Iron oxides occur in two forms: 
first form consists of accumulations of 
finely divided or colloidal iron oxide 
(hydroxide). The degree of concentra- 
tion may be determined, within a rather 
wide range of error, by the intensity of 
the red color. The existence of red 
horizons in the soil profile should be 
noted and should be illustrated with 
samples, even though they be small. 
The second type consists of accumula- 
tions of iron oxide concretions or large 
masses, usually porous or slaglike. This 
statement does not refer to iron-stone 
slabs or ferruginous sandstone layers 
which may be found in many places in 
the parent geological formations. In 
hot countries the accumulations referred 
to here take the form of thick masses of 
porous slaglike iron oxide lying at 
depths ranging from somewhat less than 
3 to more than 15 ft. They may consist 
of fragments scattered over the surface. 

Selection of Samples 

13. A 5-lb. sample of soil from each 
layer shall be obtained with pick and 
shovel from the exposed back slopes or 
from test pits dug at locations indicated 
by the borings. Each sample shall be 
placed in a canvas bag, tied securely, 
marked with proper identification, and 
shipped to the laboratory. A sufificient 
number of samples shall be taken to 
determine the range in test results for 
what appears to be the same layer. 

Mapping the Soil Profile 

14. The detailed mapping of soil pro- 
files shall be accomplished in the fol- 
lowing manner; 

(a) Vertical soil sections shall be ex- 
amined at frequent intervals and clas- 
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sified into layers according to the method 
described above. 

■ (5) The limits of the various layers 
shall be plotted as shown in Fig. 2 (a), 
alternate numbers being used to indicate 
the layers. Thus at test hole No. 1, the 
consecutive layers are numbered 1, 3, S, 
etc., so as to allow the inclusion of any 
other layer which might enter the profile 
within the section mapped. At test 
hole No. 4, layer 2 is mapped between 
layers 1 and. 3, This requires the ex- 



selected, the survey shall be carried" 
out as follows: 

(a) The section shall be staked out, 
the original construction stations, being 
used if possible. Arbitrary stations' will 
serve the purpose when it is not con- 
venient to locate original stations. 

■ (b) Cross-sections shall be taken every , 
50 ft. along the center line or ofteiier'if 
topography requires, and for a distance 
ISO ft. on each side of the center line. 
Elevations shall be obtained with an 
engineer's level to the nearest 0.1 ft. 


NO. 3 




Fig. 2, — ^Example of Soil Profile Map, 
Scales (approximate due to reductions in reproduction): 

Horizontal I in, « 50 ft. 

Vertical | in. »= 5 ft. 

amination of another test hole (No. 5), or 
perhaps several, between Nos. 3 and 4, 
to determine the horizontal limits of 
layer 2. 

(c) The profile shall be completed by 
connecting the points marking the limits 
of the layers as shown in Fig. 2 (6). 

Subgrade Survey to Obtain 
Information Regarding Roads 
IN Service ; 

Subgrade Survey 

15. The section for study having been 


The accuracy of an engineer's level is 
necessary for the construction of center- 
line and bank-line profiles, but a hand 
level is sufficiently accurate for the 
topography adjacent to the highway. 
An assumed elevation may be used as a 
bench mark. 

. (c) A plan of the roadway shall be 
drawn tc a' scale of 50 ft. to the inch, 
showing the' type of pavement, type of 
failure,, portion ..of roadway which ^ is 
built over, an, older road, if any, .and any 
special construction. 
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{d) Cross-section notes shall be plot- 
ted to the same scale as the plan of 
roadway and contours drawn in by 
interpolation. 

(e) The bank-line profiles shall be 
drawn on the cross-section paper using 
a horizontal scale of 50 ft. to the inch 
and a vertical scale of 5 ft. to the inch. 
The center line profile and the grade line 
of the pre-existing road, if any, shall be 
projected upon the bank-line profiles. 

Examining and Mapping Soil Profile 

16. The soils shall be mapped and the 
profiles plotted according to the pro- 
cedure outlined in Section 14. The de- 
sired information may be conveniently 
obtained and recorded in the following 
manner: 

{a) Scrape down the back slopes so 
that the original undisturbed material 
is exposed and plot the limits of the 
various layers on the prepared profile 
sheets. Supplement this work by soil 
auger borings so that a profile is ob- 
tained to a depth of at least 3 to 5 ft. 
below the center-line grade. The depth 
will vary with the uniformity of the soil 
layers or soil iiiateriaL Any variations 
in moisture content should be specially 
noted. Obtain the elevations of the 
limits of the different layers in the ex- 
posed back slopes by means of a hand 
level, the elevation of the center line 
being used as a bench mark. 

(6) In a separate notebook describe 
each layer in detail according to the 
properties enumerated in Sections 6 to 
12, inclusive, recording also the relative 

■ imperviousness or porosity of the in- 

■ dividual la 3 ^ers. 

(c)' Examine the soil every SO ft. or 
less, depending on the uniformity of the 
profile (see Section 14). 

{d) On the plan of the roadway plot 
the limits of the various soil layers found 
directly under the surfacing, material. 
When the roadway is cut through uni- 


form layers of soil material, the limits 
are obtained by constructing cross- 
sections from the bank-line ■ profiles. 
When the roadway is constructed of fill 
material or cut through a heterogeneous 
soil material, the limits are determined 
by soil auger borings along the centerline 
of the roadway; or if a permanent pave-' 
ment is in place by boring or trenching 
immediately adjacent to the pavement 
edge. 

Selection of Samples 

17. Adequate samples shall be secured 
as described in Section 13. 

Photographs of Road Surfaces 

18. Photographs shall be taken il- 
lustrating the condition of the pavement, 
the shoulders, the back slopes, the 
ditches, and the appearance of the soil 
layers. 

Analysis of Data 

19 . The data collected in the manner 
described above shall be analyzed, to- 
gether with the laboratory test results, 
and information on the following sub- 
jects developed: 

{a) The relation that exists between 
the pavement condition, the field char- 
acteristics of the soil, and the physical 
properties of the soil as determined in 
the laboratory. 

(6) The possible reasons for pavement 
failure. 

(c) Possible curative measures for the 
case under examination. 

(d) Preventive measures which may 
be applied in the future. 

SuBGRADE Survey to Obtain Infor- 
mation WITH Respect to the 
Design of a New Road 

. Study, of Soil ' Information and Pre- 
liminary Survey 

20. Before starting a subgrade survey 
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of this kind the engineer should make a 
study of ail the existing information on 
the soil types in that vicinity. Wher- 
ever soil maps prepared by the Soil 
Survey Section of the Bureau of Plant 
Industry, U, S. Department of Agri- 
culture, are available they should be 
carefully studied and the limits of 
the various soil types and their char- 
acteristics should be noted. It must be 
kept in mind that the detail to which 
such maps are carried is not particularly 
adapted to a subgrade survey. Never- 
theless, they give a clear idea of the 
variations which will be encountered. 
Where this information is not available, 
a reconnaissance survey should be made 
of the soil materials on existing high- 
ways which parallel the new highway, 
noting the changes in soil as shown in 
exposed cuts. The notes should include 
a complete description of each soil type. 
The value of the information obtained 
from this rough survey lies in the fact 
that similar soil conditions may be ex- 
pected to accompany similar topographic 
features. 

Subgrade Survey 

21. After this information has been 
digested the survey shall proceed in 
accordance with the following Sections 
22 to 26. The profile of the ground 
line and the proposed grade line shall be 
constructed on the same type of sheet as 
was specified for subgrade surveys of 
existing roads in service as described in 
Sections 15 and 16. 

Mapping and Sampling Soil Profile 

22. Borings shall be made with a soil 
auger at frequent intervals and each 
soil type classified into layers, as de- 
scribed in Sections 4 to 14. 

(a) Spacing of Borings . — The spacing 
of borings should vary with the uni- 
formity of the profile and the topography. 
A convenient interval, such as the even 


stations, may be assumed at the begin- 
ning. This interval may be varied 
under' the following conditions: ,(i) If 
the profile is uniform, the interval may 
be increased; {2) When the character of 
the profile changes, intermediate borings 
should be made until it is clear that all 
variations have been mapped ; {3) Where 
topography is rolling and grade changes 
rapidly from cut to fill, borings are neces- 
sary only in the cuts; (4) Where the 
original ground line or old road grade is 
to be covered with fill material, no 
examination is necessary except to deter- 
mine the character of the support. If 
the fill material is to be obtained from 
borrow ditches along the road, the soil 
should be examined to the entire depth 
of the borrow. 

(5) Depth of Borings : — The borings 
should generally be carried to a depth of 
at least 3 ft. below the grade line. The 
depth may vary in accordance with the 
following stipulations: (i) When the 
road lies within the uniform layers of 
the soil profile, the boring should ex- 
tend down to the first layer below the 
ditch line which would block percolation, 
or through a pervious layer which would 
carry water; {2) When fill material is to 
be borrowed from ditches alongside the 
road, the boring should extend at least 
to the estimated depth of borrow; (J) 
In the study of frost action the borings 
should extend to the mean depth of frost 
in those soil materials showing a high 
afi&nity for frost accumulation and in 
localities where high water tables prevail. 

(c) When the located line is over an 
old road, the soils may be mapped by 
examining the exposed cuts. This work 
should be supplemented by borings. 

{d) A notation shall be made of the 
direction of surface drainage with respect 
to the proposed roadway. 

' Mapping So!!' Profile 

23. The data 'Obtained from the 




Fi0. 3,'-~Typical Subgrade Survey Sheet for a Road in Service. 


BRAIN- 4* B ELOW C. CH APE IN PITCH 
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Fia. 4*— Tj^ical Subgrade Survey Sheet for the Design of a New Road, 
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borings shall be plotted on the prepared 
profile sheet. On this sheet shall also 
be indicated the limits of the several 
types and layers, the relative moisture 
content at various depths, and the 
location of culverts and drains. 

Examination of Soil Section 

24. In a separate notebook the field 
characteristics of each layer shall be 
described according to the properties 
enumerated m Sections 6 to 12, in." 
elusive. The relative imperviousness or 
porosity of each layer shall also be 
indicated. 
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Selection of Samples 

25. Adequate samples shall be ob- 
tained as described in Section 13. 

Analysis of Data 

26. (a) Recommendations regarding 
the design of the road surface shall be 
made on the basis of the known behavior 
of pavements for which the conditions of 
soil, climate, and topography are similar. 

(b) After the road is graded a final 
check shall be made on the soil as ex- 
posed by grading operations. 

(c) Typical subgrade survey sheets 
are shown in Figs. 3 and 4. 
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A.S.T.M. Designation; D 421 ~ 39 
Adopted, 1939.2 

This Standard of the American Society for Testing Materials is issued under 
the iked designation D 421; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers the preparation 
of soil samples as received from the field 
for mechanical analysis and the de- 
termination of the subgrade soil 
constants. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Balance . — A balance sensitive to 

0.1 g. 

{b) Mortar . — A mortar and rubber- 
covered pestle suitable for breaking up 
the aggregations of soil particles. 

{c) Sieves . — A series of sieves, of 
square mesh woven wire cloth, conform- 
ing to the Standard Specifications for 
Sieves for Testing Purposes (A.S.T.M. 
Designation: E 11) of the American 
Society for Testing Materials.® The 
sieves required are as follows: 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T,M. 
Committee D-18 on Soils for Engineering: Purposes. 

® Prior to adoption as standard, this method was 
published as tentative from 1935 to 1939, being revised 
in 1938. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


No. 4 (4760'micron) 

No. 10 (2000-micron) 

No. 40 ( 420-micron) 

No. 200 ( 74-micron) 

(d) Sampler . — A riflle sampler or sam- 
ple splitter, for quartering the samples. 

Sampling 

3. The soil sample as received from 
the field shall be dried thoroughly in 
the air and the aggregations shall then 
be thoroughly broken up in the mortar 
with a rubber-covered pestle. A repre- 
sentative test sample of the amount 
required to perform the desired tests 
shall then be selected by the method of 
quartering or by the use of a sampler. 
The amounts of material required to 
perform the individual tests are as 
follows: 

{a) Mechanical Analysis.— F ox the 
mechanical analysis, material passing a 
No. 10 (2000-micron) sieve is required 
in amounts equal to 115 g. of sandy soils 
and 65 g. of either silt or clay soils. 

(b) Physical Tests —Fox the physical 
tests, material passing the No. 40 (420- 
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micron) sieve is required in total amount 
equal to 200 g., allocated as follows: 


Test Grams 

Liquid limit. 30 

Plastic limit 15 

Centrifuge moisture equivalent . . . 10 
Field moisture equivalent. ....... 50 

Volumetric shrinkage. 30 

Check tests 65 


Preparation of Test Sample 

4. (a) That portion of the air-dried 
sample selected for purpose of tests shall 
be weighed and the weight recorded as 
the weight of the total test sample un- 
corrected for hygroscopic moisture. 
The test sample shall be separated by 
sieving with a No. 10 (2000-micron) 
sieve. That fraction retained on the 
No. 10 sieve shall be ground in a mortar 
with a rubber-covered pestle until the 
aggregations of soil particles are broken 
up into the separate grains. The ground 
soil shall then be separated into two 
fractions by sieving with a No. 10 sieve. 

(J) That fraction retained after the 
second sieving shall be washed free of all 
fine material, dried, and weighed. This 
weight shall be recorded as the weight 


Samples (I) 421- 39) 

of coarse material. The coarse material 
after being washed and : dried shall be 
sieved on the No. 4 (4760-micron) sieve 
and the weight retained on the No. 4 
sieve recorded. 

Test Sample for Mechanical Analysis ' 

5. The fractions passing the No. 10 
(2000-micron) sieve in both sieving 
operations shall be thoroughly mixed 
together, and by the method of quarter- 
ing or the use of a sampler a portion 
weighing approximately ilS g. for sandy 
soils and approximately 65 g. for silt and 
clay soils shall be selected for mechanical 
analysis. 

Test Sample for Subgrade Soil Constants 

6. The remaining portion of the 
material passing the No. 10 (2000- 
micron) sieve shall then be separated into 
two parts by means of a No. 40 (420- 
micron) sieve. The fraction retained 
on the No. 40 sieve shall be discarded. 
The fraction passing the No. 40 sieve 
shall be used for the determination of the 
subgrade soil constants. 
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A.S.T.M. Designation: D 422 - 39 

Adopted, 1939.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D422; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method describes a procedure 
for the quantitative determination of 
the distribution of particle sizes in soils. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Balance, — A balance sensitive to 

0.1 g. 

(6) Stirring Apparatus, — A special 
stirring apparatus (Fig. 1) with replace- 
able stirring paddle (Fig. 2) and specially 
designed dispersion cup of either of the 
designs shown in Fig 3. 

(^:) Hydrometer, — A hydrometer grad- 
uated in grams of soil per liter of sus- 
pension (Fig. 4, A) or a hydrometer with 
special shape bulb, graduated in specific 
gravity, having a range of 0.995 to 1.050 
sp. gr. and reading 1.000 at 67 F. (19.4 
C.) (Fig. 4, 5). 

(d) Glass Graduate.-^A glass graduate 
18 in. in height and 2^ in, in diameter, 
and graduated for a volume of 1000 ml. 

J Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T,M. 
Committee D-18 on Soils for Engineering Purposes. 

» Prior to adoption as standard, this method was 
published as tentative from 1935 to 1939, being revised 
m 1938. 


(<?) Thermometer, — A Fahrenheit ther- 
mometer accurate to 1 F. (0.5 C.). 

(f) Sieves, — A series of sieves, of 
square mesh woven wire cloth, conform- 
ing to the requirements of the Standard 
Specifications for Sieves for Testing 
Purposes (A.S.T.M. Designation: E 11) 
of the American Society for Testing 
Materials.® The sieves required are as 
follows: 

No, 20 (840'-micron) 

No. 40 (420-micron) 

No. 60 (250-micron) 

No, 140 (lOS-micron) 

No. 200 { 74-micron) 

(g) Water Bath, — A water bath for 
maintaining the soil suspension at a con- 
stant temperature during the hydrom- 
eter analysis. A satisfactory device is 
an insulated zinc tank which maintains 
the temperature of the suspension of 
faucet-water temperature. Such a de- 
vice is illustrated in Fig. 5. 

(h) Beaker,— A tail-form beaker of 
400-mL capacity. 

Sample 

3. A sample ^ of soil shall be selected 
by the method of quartering or by the 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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use of a sampler from the material pass- 
ing the "No, 10 (2000-micron) sieve. 
The weight of each sample shall be 
approximately 115 g. for sandy soils and 
65 g. for silt or clay soils and shall be 
obtained in accordance with; the Stand- 
ard Method of Preparing Soil Samples 
for Mechanical Analysis and Determina- 
tion of Subgrade Soil Constants 
(A.S.T.M. Designation: D 421) of the 
American Society for Testing Materials.^ 



Hygroscopic Moisture 

Hygroscopic Moisture 

4. A 10-g. portion of the sample 
selected for mechanical analysis shall be 
used for the determination of the 
hygroscopic moisture. This portion of 
the sample shall be weighed, dried to 
constant weight in an oven at HO C., 
weighed, and the results recorded. 


Hydrometer .Test 

Dispersion of Soil Sample 

5. The remainder, of , the sample' 
selected for mechanical analysis shall be 
weighed and dispersed by one of the two 
methods A or B described below. The 
method to be used depends on the plas- 
ticity index of the soil determined in 
accordance with the Standard Method 
of Test for Plastic Limit and Plasticity 
Index of Soils (A.S.T.M, Designation; 
D 424) of the American Society for 
Testing Materials.^ 

Method A : For Soils Hamng a Plas- 
ticity Index of 20 or Less . — The soil shall 


Screw Info 



Fig. 2.— Detail of Stirring Paddle. 

be placed in a tail-form beaker, and 200 
ml. or more of distilled water added 
slowly and while stirring constantly 
until the soil is thoroughly wetted. The 
mixture shall be allowed to stand for a 
period of at least 18 hr. It shall then 
be washed into the special dispersion cup 
and distilled water added until the cup 
is within 2 in. of being filled. A defloc- 
culating agent, 20 ml of a solution of 
sodium silicate crystals (Na 2 Si 03 * 9 H 2 O), 
shall be added. The density of this 
solution shall be that indicated by one 
of the following hydrometer readings: 
hydrometer A, 36.5 at 67 F. (19.4 Cl); 
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hydrometer .B, 1.023 at 67 F. (19.4 C.); 
Baum6 hydrometerj 3 deg. at 76 F. 
(24.4 C.). The contents of the cup 
shall be mixed by the special stirring 
apparatus (Note) for a period of 1 min. 

Method B: For Soils Having a Plas- 
ticity Index Greater Than 20 , — The soil 
shall be placed in a tail-form beaker, and 
100 ml. of hydrogen peroxide (6 per cent) 
added slowly and while stirring con- 
stantly until the soil is thoroughly 
wetted The beaker shall then be 


Note.^ — ^I t is important in all cases to see 
that the paddle on the dispersion machine is re- 
placed as soon as it shows signs of wear. 

Hydrometer Test 

6. {a) After dispersion, the' mixture 
shall be transferred to the glass graduate, 
and distilled water having the same 
temperature as the constant temperature 
bath added until the mixture attains a 
volume of 1000 ml. The graduate con- 
taining the soil suspension shall then be 



Fig. 3.-— Dispersion Cups. 


covered with a watch glass and placed 
in an oven at 110 C. for 1 hr. The 
purpose of the peroxide is to assist in 
the dispersion rather than to remove the 
organic matter. The beaker shall then 
be removed from the oven, 100 ml. of 
distilled water added, and the mixture 
allowed to stand for at least 18 hr. 
The mixture shall then be washed into 
the special dispersion cup, and dispersed 
(Note) in the same manner and for the 
same length of time as in method A, 


placed in the constant temperature bath. 
The suspension shall be stirred fre- 
quently with a glass rod to prevent 
settlement of particles in suspension. 
When the soil suspension attains the 
temperature of the bath the graduate 
shall be removed and its contents 
thoroughly shaken for 1 min., the palm 
of the hand being used as a stopper over 
the mouth of the graduate. 

{h) At the conclusion of this shaking 
the time shall be recorded, the graduate 
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placed iH the bath, and readings taken 
with' the: hydrometer at the end of both 
1 and 2 min. ■ The hydrometer shall be 
read at the top of the meniscus formed 
“by the suspension around its stem. If 
hydrometer ^ is used, it shall be read 
to the nearest 0.5 g. per liter. Hy- 
drometer B shall be read to the nearest 



B A 

Fig. 4.— Hydrometers. 


0.0005 specific gravity. Subsequent 
readings shall be taken at intervals of 5, 
15, 30, 60, 250, and 1440 min. after the 
beginning of sedimentation. Readings 
on the thermometer placed in the 
constant temperature bath shall be 
made coincidentally with the hydrome- 
ter readings and recorded. 


OE Soils (D 422 - 39) 

■ {c) After each reading except ' the . 1- 
min. reading, the hydrometer shall be 
very carefully removed from the soil 
suspension in such a manner as to cause 
no disturbance in the suspension, wiped 
clean, and laid aside. About 15 or 20 
sec. before the time for a reading it shall 
again be slowly and carefully placed in 
the soil suspension. The reading shaU 
not be taken until the hydrometer has 
come to rest. 

Sieve Analysis 
Sieve Analysis 

7. At the conclusion of the final read- 
ing the suspension shall be washed on a 
No. 200 (74-micron) sieve. That frac- 
tion retained on the No. 200 sieve shaE 
be dried and then analyzed in a nest of 
sieves consisting of one each of the Nos. 
20, 40, 60, 140, and 200 which conform 
to Section 2{j). 

Calculations 
Hygroscopic Moisture 

8. The hygroscopic moisture shall be 
expressed as a percentage of the weight 
of the oven-dried soil and shall be 
determined as foEows: 

W — Wi 

Hygroscopic moisture = — — ; X 100 

Wi 

where: 

W = weight of air-dried soil, and 

Wi = weight of oven-dried soE. 

To correct the weight of the air-dried 
sample of hygroscopic moisture the 
given value shall be multiplied by the 
expression: 

100 

100 + percentage of hygroscopic moisture 

Coarse Material 

9. (g) The percentage of coarse ma- 
terial shall be obtained from the data 
recorded during the preparation of the 
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sample in accordance with the Standard 
Method of Preparing Soil Samples for 
Mechanical Analysis and Determination 
of Snbgrade Soil Constants (A.S.T.M. 
Designation: D421) of the^ American 
Society for Testing Materials.® 

(5) The coarse material shall be 
determined as follows: From the weight 


when as a matter of fact a smal percentage' of 
moisture may be present in this fraction. This 
amount of moisture, compared with that held 
in the pores of the fraction passing the No. 10 
sieve, is relatively small, ^ Therefore, any error 
produced by the assumption as stated may be 
considered negligible in amount. 

Note 2: ExmnpU , — The following illustration 
is an example of the data used in calculating the 



Fig. 5. — ^Insulated Water Bath. 


of the air-dried total test sample subtract 
the weight of the oven-dried fraction 
retained on the No. 10 (2000-micron) 
sieve. The difference is assumed to 
equal the weight of the air-dried fraction 
passing the No. 10 sieve (Note 1), The 
weight of the fraction passing the No, 10 
sieve shall be corrected for hygroscopic 
moisture as indicated in Section 8. To 
this value shall be added the weight of 
the oven-dried fraction retained on the 
No. 10 sieve to obtain the weight of the 
total test sample corrected for hygro- 
scopic moisture. The fractions retained 
on both the No. 4 (4760-micron) and 
the No. 10 (2000-micron) sieve shall be 
expressed as percentages of the corrected 
weight of the total test sample (Note 2). 

Note 1. — According to this assumption, no 
hygroscopic moisture is contained in the air- 
dried particles retained on the No. 10 sieve, 


hygroscopic moisture and percentage of coarse 
material: 

Bygroscopic Moisture 


Weight of air-dried, soil, g IS. 00 

Weight of oven-dried soif, g 14.63 

Hygroscoj^ic moisture, percentage of weight of 

oven-dried soil 2.53 

Hygroscopic moisture correction factor 0.975 

Coarse Material 

Weight of total test sample, air-dried, g 318.3 

Weight of washed and oven-dried fraction re- 
tained on No. 10 (2000-micron) sieve, g 56.2 

Weight of fraction passing No. 10 sieve, air- 

dried, g 262.1 

Weight of fraction passing No. 10 sieve corrected 

for hygroscopic moisture, g 255.5 

Weight of total test sample corrected for hygro- 
scopic moisture, g 311.7 

Weight of fraction retained on No. 4 (4760-iiiicron) 

sieve, oven-dried, g . . 40 6 

Fraction retained on No. 4 sieve, percentage of 

corrected weight of total test sample.. 13.0 

Fraction retained on No. 10 sieve, percentage of 
corrected weight of total test sample. ..... 18.0 


Percentage of Soil in Suspension 

10. (a) For temperatures of the con- 
stant temperature bath other than that 
at ' which the hydrometers ' Were calh 


MEcmNiCAi Analysis- Soils. '657'^ 


brated,. the readings of hydrometer A 
shall be corrected by adding tempera- 
ture-correction factors such as are shown 
graphically as A R in Fig, 6 (a). A 
temperature-correction curve of this 
t 3 rpe should be determined experimen- 
tally for each hydrometer of type A used. 

(h) Readings of hydrometer B shall 
be corrected by adding temperature- 
correction factors shown as A R in Fig. 
6 {h). The temperature-correction curve 



+B +4 +2 0 '"2 


ing in suspension- may be calculated as 

follows: 

For hydrometer A: 


For hydrometer B : 

w 



+ 0.006 +0.004 +0.002 0 -0.002 


Temperaiure Correction, b.R 
to Reading of Hydrometer A 

(a) 


Temperature Correction, LR 
to Reading of Hydrometer & 


fb) 


Fig. 6 . — ^Temperature-Correction Curves for Hydrometer Readings. 


for hydrometer 5 may be determined by 
plotting the differences between the 
density of water at the various tempera- 
tures and that at 67 F. (19.4 C.) against 
temperatures from 40 to 100 F. (4.4 to 
37.8 C.). 

(c;) The percentage of the dispersed 
soil in suspension represented by differ- 
ent corrected hydrometer readings de- 
pends upon both the amount and the 
specific gravity of the soil dispersed. 
The percentage of dispersed soil remain- 


where: 

P == percentage of originally dis- 
persed soil remaining in sus- 
pension, 

R = corrected hydrometer reading, 

W — weight in grams of soil originally 
dispersed minus the hygro- 
scopic moisture, and 

a = constant depending on ’ the 
density of the suspension. 
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.For hydrometer 4j the value of a, for, 
a specific gravity G and a water density 
at 67 F. (19.4 C) of 0.9984, may be 
obtained from the following formula: 

^ “ 2.6500 0.9984 

For hydrometer the value of a for 
an assumed density of 1.0000 at 67 F. 
(19.4 C.) may be obtained from the 
following formula: 

^ 2.6500 - 1.0000 G 

2.6500 1.0000 

The values of a given by the two 
equations for different values of the 
specific gravity of soil G, are the same 
to two decimal places, and are as follows: 


Specific 

Gravity, G 

Constant, a 

2,95 

0.94 

2.85 

0.96 

2.75 

0.98 

2.65., 

1.00 

2,55... 

1.02 

2,45........ 

1.05 

2.35 

1.08 


It is sufficiently accurate for ordinary 
tests to select the constant for the 
specific gravity nearest to that of the 
particular soil tested. 


Eacample . — Assume that the weight of dis- 
persed soil corrected for hygroscopic moisture 
is 48.5 g., the uncorrected reading of hydrometer 
A is 34, the specific gravity 2.41, and the 
temperature of suspension 70 F. (21 C.). The 
temperature correction is then +0.4 (Fig. 6 (a)) 
and the corrected reading, i?, is 34 + 0.4 »= 
34.4, The specific gravity correction, a, is 1.05. 
'Then:, 


34.4 X 1.05 
48.5 


X 100 == 74.5. 


(d) The percentage of the total test 
sample, including the fraction retained 
on the No. 10 (2000-micron) sieve, shall 
be obtained by multiplying the per- 
centage of originally dispersed soil 
remaining in suspension by the 
expression: 


100 — percentage retained .on No., 10 sieve . 

ioo''’"~ ' 

Diameter of Soil Particles in Suspension 

11. (a) The maximum diameter of the^ 
particles in suspension, corresponding 
to the percentage indicated by a given 

TABLE . . I.— MAXIMUM GRAIN DIAMETERS IN 
SUSPENSION UNDER ASSUMED CONDITIONS. 

Maximum 
Grain ^ 
Diameter in 
Suspension, mm. 

. 0.078 
. 0.055 
.0.035 
. 0.020 
. 0.014 
. 0.010 
. 0.005 
. 0.002 

hydrometer reading, shall be as indi- 
cated by Stokes’ law. 

According to Stokes’ law: 

SOnL 

where: 

d = maximum grain diameter in 
millimeters, 

n = coefficient of viscosity of the 
suspending medium (in this 
case water) in poises. Varies 
with changes in temperature 
of the suspending medium. 

L = distance in centimeters through 
which soil particles settle in a 
given period of time, 

T = time in minutes, period of 
sedimentation, 

G == specific gravity of soil particles, 
Gi = specific gravity of the suspend- 
ing medium (in this case Gi = 
0.9984, or approximately 1.0). 

(h) The maximum grain diameters in 
suspension for assumed conditions and 
corresponding to the periods of sedimen- 
tation specified in this proceduife are 
given in Table I. These grain diameters 



Time, min. 
1 .. 
2 .. 
5.. 

15.. 

30.. 

60.. 
250.. 

1440. . 
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0.40 0.50 0.60 0.70 0.80 

Correciion Coefficient, , for 
Elevation of Hydrometer A 
in Suspension 

(a) 



0.40 0.50 0.60 0.70 0.80 

Correction Coeffcient, , for 
Elevation of Hydrometer B 
in Suspension 

(b) 


Fig. 7.— Correction Coefficient Curves for Elevation of Hydrometer. 



Correction Coefficient, Kq ,for 
Variation in Specific Gravity 

M 



Correction Coefficient, X^^for 
Variation in Viscosity of 
Suspending Medium 

(b) 


Fia B^—Coxiection Coefficient Curves for Specific Gravity and Viscosity. 
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shall be ■ corrected ' for the conditions of 
the test by applying the proper correc- 
tion factors as described and explained 
below.. ^ 

(c) The ■■■ grain diameters given in 
Table, I are calculated according to the 
following assumptions: 

: the distance through which the 

particles fall, is constant and equal to 
32.5 .cm. 

n, the coefficient of viscosity,- equals 
0.0102, that of water at 67 F. (1^4 C.).^ 

' Gy the , specific gravity of the soil 
particles, is constant and equal to 2.65. 

Note.— A s a matter of fact, the hydrometer 
reading is dependent, not on the particles dis- 
tributed throughout a depth of 32.5 cm. in the 
suspension, but on those existing in that portion 
of the suspension holding the hydrometer, 

■ ' {d) In order to use Stokes’ law to 
determine the diameter of the particles 
it is necessary to know the distance 
through which these particles fall in a 
given time. Since the density through-' 
;Out' a suspension is not -uniform and 
varies with the grading of the material 
in suspension and the time of sedimenta- 
tion, a fixed distance cannot be used. 
For : hydrometer B the depth of' the 
center of , volume of the hydrometer 
beloW' the surface of the suspension can 
be taken as the distance through which 
the particles may be assumed - to fall. 
In the case' of hydrometer il, it has been 
found by experiment that for the 
methods of dispersion described in this 
procedure an assumed distance which 
bears a constant ratio to the depth of the 
hydrometer in the suspension, but which 
is less than the distance indicated by the 
center of volume of the hydrometer, 
gives closer agreement to mechanical 
analysis performed by the pipette 
methods. The assumed distance of fall 
is taken as 0.42 of the distance from the 


^ Smithsonian Physical Tables, 7th revised^ectition, 
1921, p. 155. “■ 


surface of the suspension to the elevation 
of the bottom of hydrometer A. 

(e) The specific gravity of the soil 
particles and the temperature ■ of the 
suspension are likely to vary from those 
assumed in the preparation ' of Table I. 
A better approximation of the true 
diameters of the soil particles is obtained 
by applying correction coefficients to the' 
values given by Table I. 

(f) Curves from which these coeffi- 
cients may be derived are given in Figs. 
7 and 8. The correction coefficients for 
elevation of hydrometer (Fig. 7 (a) and 
(b)) are obtained experimentally for each 
hydrometer in use. The coefficients for 
the specific gravity and the viscosity 
correction , (Fig. 8 (a) and (&), respec- 
tively) are independent of the apparatus 
used in the test. 

(g) Multiplication by the coefficients 
shown in Fig. 7 (a) and (f;) , gives the 
maximum grain size at , the reference 
elevation , of hydrometers , A ' and B, 
■respectively, instead' of that at a depth 
of 32.5 cm.' These coefficients vary 
with the hydrometer reading and may 
be obtained from the following formula: 






assumed depth of fall in cm. 

32.5 ■ .~ 


(A) Multiplication by the coefficients 
shown in Fig. 8 (a) corrects for variation 
in specific: gravity from that on which 
the sizes given in Table I are based. 
These coefficients may be obtained from 
the following formula: 






1.65 


sp. ,g.r. of soil particle ~ 1 


(i) Multiplication by the coefficients 
shown in Fig. 8 (J) corrects for - the 
viscosity of water, at temperatures other 
than- 67' F. (19.4 C.), the temperature of 
the suspension assumed in the prepara- 
tion of Table I. The viscosity correc- 
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tion coefficient may be obtained from 
the following formula: 

J 

y 0.0102 

where = viscosity coefficient at given 
temperature. 

.Example,— Mtti a period of sedimentation 
of 1 min. the grain diameter indicated by Table 
I is 0.078 mm. Assume that the uncorrected 
reading of hydrometer A is 34, the specific 
gravity is 2.41, and the temperature of the sus- 
pension is 70 F. (21 C.). The correction co- 
efficients in this case are 0.48, corresponding to 
a hydrometer reading of 34 (Fig. 7 (a)); 1.08, 


on the No. 10 (2000-microii) sieve, shaE 
be obtained by multiplying these values 

by the expression: 

lOQ — percentage retained on No. 10 sieve 

Plotting 

13. The percentages of grains of 
different grain diameters shall be plotted 
on semilogarithmic paper to obtain a 
‘^soil grain diameter accumulation 
curve.” A curve of this character is 
shown in Fig. 9. 



Particle Size , mm 

Fig. 9. — Grain Size Accumulation Curve, Soil Sample No. 4422X. 
corresponding to a specific gravity of 2.41 Report 

(Fig. 8 (g) ); and 0.98, corresponding to a water . , , 

temperature of 70 F. (21 C.) (Fig. 8 (6)). The 14. The results, read from the ac- 
corrected grain diameter then becomes: cumulation curve, shall be reported as 

follows: 

(a) Percentage of particles larger 
than 2 mm. 

(5) Percentage of coarse sand, 2.0 
to 0.2S mm. 

(c) Percentage of fine sand, 0.25 to 
0.05 mm. 

(d) Percentage of silt, 0.05 to 0.005 
mm. 

(e) Percentage of clay, smaller than 

O.OOS mm. 

(f) Percentage of colloids, smaller 
than 0.001 mm. 


a = u.u/5 mm. a a a.w a u.yo = 

0.040 mm. 

Sieve Analysis 

12. {a) The percentage of the dis- 
persed soil sample retained on each of 
the sieves in the sieve analysis shall be 
obtained by dividing the weight of frac- 
tion retained on each sieve by the oven- 
dry weight of the dispersed soil and 
multiplying by 100. 

(&) The percentages of the total test 
sample, including the fraction retained 
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A.S.T,M* Designation: B 423 “ 39 
Adopted, 1939.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 423; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Liquid Limit 

1. The liquid limit of a soil is that 
moisture content, expressed as a per- 
centage of the weight of the oven-dried 
soil, at which the soil will just begin to 
flow when lightly jarred ten times. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(а) Evaporating Dish , — A porcelain 
evaporating dish about 4i in. in di- 
ameter. 

(б) Spatula,'— K spatula or pill knife 
having a blade about 3 in. in length and 
about I in. in width. 

(c) Liquid Limit Device , — A mechanical 
device consisting of a brass dish and car- 
riage, constructed according to the plan 
and dimensions shown in Fig. 1. 

(J) Tool . — A combined 

grooving tool and gage conforming to 
the dimensions shown in Fig, 1. 

(e) Containers . — Suitable containers 
such as matched watch glasses which 

1 Under the standardization procedure of the Society^ 
this method is under the Jurisdiction of the A.S.T.M. 
Committee B-18 on Soils for Engineerinf Purposes. 

* Prior to adoption as standard, this method was 
published as tentative from 1936 to 1939, being revised 
in 1938. 


will prevent loss of moisture during 
weighing. 

(/) Balance . — A balance sensitive to 
0.1 g. 

Hand Method 

Sample 

3. A sample weighing about 30 g. shall 
be taken from the thoroughly mixed 
portion of the material passing the No. 
40 (420-micron) sieve which has been 
obtained in accordance with the Stand- 
ard Method of Preparing Soil Samples 
for Mechanical Analysis and Deter- 
mination of Subgrade Soil Constants 
(A.S.T.M. Designation: D 421) of the 
American Society for Testing Materials.^ 

Procedure 

4. {a) The air-dried soil shall be 
placed in the evaporating dish and 
thoroughly mixed with distilled water 
until the mass becomes a thick paste. 
The mass of soil shall then be shaped into 
a small layer about f in. in thickness at 
the center and divided into two portions 
with the grooving tool, as shown in the 
illustration at the top of Fig. 2. 

(&) The dish shall be held firmly in 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book. 
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one handj with the groove parallel to the 
line of sight, and tapped lightly with a 
horizontal motion against the heel of the 
other hand ten times. The intensity of 
the blows shall be such that the effect on 
the soil sample is equivalent to that 
produced by 25 shocks applied to a sam- 
ple of the soil at the same moisture con- 
tent by dropping the brass cup of the 
mechanical device through a distance of 


the liquid limit, and dry soil shall be 
added and the procedure repeated. 

{d) When the lower edges of the two 
portions of the soil cake just flow to- 
gether, as shown in the illustration at the 
bottom of Fig. 2, after ten blows have 
been struck, the moisture content equals 
the liquid limit. To determine definitely 
whether the two portions are actually 
joined, the spatula may be used to push 



1 cm. (0.3937 in.) at the rate of two 
drops per second. 

ic) If the lower edges of the two soil 
portions do not flow together, as shown 
in the illustration at the bottom of Fig. 
2, after ten blows have been struck, the 
moisture content is below the liquid 
limit. More water shall be added and 
the procedure repeated. If the lower 
edges meet before ten blows have been 
struck, the moisture content is above 


one away from the other. If the two 
portions separate along the original line 
of division, the end point has not been 
reached, and the procedure shall be 
repeated with the addition of a small 
amount of water. 

{e) A small quantity of soil from that 
portion of the soil cake which was flowed 
shall be removed and placed in a pair of 
watch glasses or other suitable con- 
tainers. The container and soil shall 
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then be weighed and the weight recorded. 
The soil in the container shall be oven-' 
dried to constant weight at 110 C., and 
weighed. This weight shall be recorded 
and the loss in weight due to drying shall 
be 'recorded as the weight of water. 

Calctilation 

■ 5. The liquid limit is expressed as the 
moisture content in percentage of the 
weight of the oven-dried soil and shall 
be calculated as follows: 




SOIL CAKE AFTER TEST 

Fig. 2.-— Diagram Illustrating Liquid Limit 
Test. 


Mechanical Method 
Calibration of Mechanical Device 

6. By means of the gage attached to 
the grooving tool, and the adjustment 
plate, Hj Fig. 1, the height to which the 
cup, C, is lifted shall be adjusted so that 
the point on the cup which comes in 
contact with the base is exactly 1 cm. 
(0.3937 in.) above the base. The ad- 
justment plate, Bj shall then be secured 
by tightening the screws, I. 

Procedure 

7. (a) A sample weighing about 100 g. 
shall be taken from the thoroughly 
mixed portion of the air-dried soil pass- 
ing the No. 40 (420-micron) sieve which 
has been obtained in accordance with 
the Standard Method of Preparing Soil 
Samples for Mechanical Analysis and 
Determination of Subgrade Soil Con- 


stants (A.S.T.M. Designation: D 421) of 
the American Society for Testing Mate- 
rials.® This sample shall be placed in 
the evaporating dish: and thoroughly 
mixed with a measured quantity of dis- 
tilled water to a putty-like consistency. 
A portion of this sample shall then be 
placed in the brass cup in' the position 
shown in Fig. 1, leveled off to a depth of 
1 cm., and divided by means of the 
gi'ooving tool along the diameter through 
the centerline of the cam follower. 

(5) The cup shall then be attached to 
the carriage and by turning the crank, F, 
at the rate of two rotations per second 
lifted and dropped until the two sides of 
the sample come into contact at the bot- 
tom of the groove along a distance of 
about i in. The number of shocks shall 
be recorded. The moisture content of 
the soil shall then be determined on a 
portion taken from around the groove, 
by the method previously described in 
Section 4 in connection with the hand 
method. 

(c) The foregoing operations shall be 
repeated for two additional portions of 
the sample to which sufficient water has 
been added to bring the soil to a more 
fluid condition. The object of this 
procedure is to obtain samples of such 
consistency that the number of shocks 
required to close the groove will be be- 
low and above 25. 

Preparation of Flow Curve 

8. A ^ffiow curve’^ representing the 
relation between moisture contents and 
corresponding numbers of shocks shall 
be plotted on a semilogarithmic graph 
with the moisture contents as abscissae on 
the arithmetical scale, and the numbers of 
shocks as ordinates on the logarithmic 
scale. 

Liquid Limit ' 

9. The moisture content correspond- 
ing to the intersection of the flow curve 
with the 25 shock ordinate shall be taken 
as the liquid limit of the soil 



Standard Method of Test for 
PLASTIC LIMIT AND PLASTICITY INDEX OF SOILS^ 



A.S»T.M. Designation: D 424 - 39 
Adopted, 1939.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 424; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Plastic Limit {e) Balance . — A balance sensitive to 


1. The plastic limit of a soil is the 
lowest moisture content, expressed as a 
percentage of the weight of the oven- 
dried soil, at which the soil can be rolled 
into threads I in. in diameter without 
the threads breaking into pieces. 

Apparatus 

2* The apparatus shall consist of the 
following: 

(а) Evaporating Disk — A porcelain 
evaporating dish about 4i in. in 
diameter, 

(б) Spatula . — A spatula or pill knife 
having a blade about 3 in. in length and 
about f in. in width. 

{c) Surface for Rolling.'— A ground- 
glass plate or piece of rough-textured 
paper on which to roll the sample. 

(d) Containers . — Suitable containers, 
such as matched watch glasses, which 
will prevent loss of moisture during 
weighing. 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-18 on Soils for Engineering Purposes. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 193S to 1939, being revised in 
1938. 


0.1 g. 

Sample 

3. A sample weighing about IS g. shall 
be taken from the thoroughly mixed 
portion of the material passing the No. 
40 (420-micron) sieve, which has been 
obtained in accordance with the Stand- 
ard Method of Preparing Soil Samples 
for Mechanical Analysis and Determi- 
nation of Subgrade Soil Constants 
(A.S.T.M. Designation: D 421) of the 
American Society for Testing Materials.^ 

Procedure 

4, The air-dried soil shall be placed 
in the evaporating dish and mixed with 
distilled water until the mass becomes 
plastic enough to be easily shaped into 
a ball. The ball of soil shall then be 
rolled between the palm of the hand and 
the ground-glass plate or piece of rough- 
textured paper with just sufficient pres- 
sure to form the soil mass into a thread 
(Fig. i (a)). When the diameter of the 
resulting thread becomes f in. the soil 
shall be kneaded together and again 
rolled out. This process shall be con- 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 
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tmued until the crumbling of the soil (as 
shown in Fig. 1 (b)) prevents the forma- 
tion of the thread. The portions of the 
crumbled soil shall then be gathered 
together and placed in watch glasses or 
other suitable containers. The con- 
tainer and soil shall be weighed and the 
weight recorded. The soil in the con- 


in percentage of the weight of the oven-^ 
dry soil ,and shall be calculated as 
follows: 

. wt. of water 

Plastic limit = ; — ~~ X 100 

wt. of oven-dry soil , 

(b) Plasticity Index.— Tht plasticity 
index of a soil is the difference between 



((2) Rolling of soil threads in plastic limit test. 


ih) Crumbled soil threads resulting from plastic limit test. 

Fig. 1. — ^Plastic Limit Test. 


tainer shall then be oven-dried to 
constant weight at 110 C., and weighed. 
This weight shall be recorded and the 
loss in weight shall be recorded as the 
weight of water. 

Calculation 

5. {a) Plastic Limit . — The plastic 
limit is expressed as the moisture content 


its liquid limit and its plastic limit and 
shall be calculated as follows: 

Plasticity index = liquid limit — plastic limit 

Nole. — Liquid limit shall be determined in 
accordance with the Standard Method of Test 
for Liquid Limit of Soils (A.S.T.M. Designa- 
tion: D 423) of the American Society for Test- 
ing Materials.® 


Standard Method of Test for 
CENTRIFUGE MOISTURE EQUIVALENT OF SOILS' 



A.S.T.M. Designation: D 425 - 39 
Adopted, 1939.2 

This Standard of tlie American Society for Testing Materials is issued under 
the fixed designation D 425; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Centrifuge Moisture Equivalent 

L The centrifuge moisture equivalent 
of a soil is the amount of moisture, ex- 
pressed as a percentage of the weight of 
the oven-dried soil, retained by the soil 
which has been first saturated with water 
and then subjected to a force equal to 
1000 times the force of gravity for 1 hr. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Gooch Crucible,— h porcelain 
Gooch crucible with perforated bottom. 
The crucible shall be about in. in 
height and the diameter shall be about 
1 in. at the top and f in. at the bottom, 
outside dimensions. 

{h) Filter Paper— A circular piece of 
filter paper just large enough to cover 
the inside bottom of the Gooch crucible. 

(c) Trunmon Cup,— A Bobcock tinii- 
nion cup fitted with a brass cap and with 
a suitable device for supporting- the 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-.1S on Soils for Engmeering Purposes. 

> Prior to adoption as standard, this method was 
published as tentative from 1935 to 1939, being revised 
ml938. 


Gooch crucible | in. above the bottom of 
the cup in, such a manner that the water 
ejected during the centrifuging operation 
shall not come in contact with the 
crucible and contents and, furthermore, 
that air may circulate freely about the 
crucible within the cup. Suitable fit- 
tings for the Babcock cup are shown in 
Fig. 1. 

(d) Centrifuge . — The centrifuge shall 
be of such size and so driven that a 
force equal to 1000 times the force of 
gravity may be exerted on the center of 
gravity of the soil sample. 

(e) Balance , — A balance sensitive to 

0.1 g. 

Sample 

3. A 5-g. sample shall be taken from 
the thoroughly mixed portion of the 
material passing the No. 40 (420-micron) 
sieve which has been obtained in ac- 
cordance with the Standard Method of 
Preparing Soil Samples for Mechanical 
Analysis and Determination of Subgrade 
Soil Constants (A.S.T.M. Designation: 
D 421) of the American Society for 
Testing Materials.® 

» Appears in this publ^tion, see Contents In Numeric 
Sequence of A.S.T.M. Deliignations at front of book. 
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Mttmber of Tests 

'4. Tests shall be made in duplicate. 
Procedure 

5. (a) The sample shall be placed in 
the Gooch crucible j in which has previ- 
ously' been placed a piece of wet filter 
paper which just covers the bottom of 
the crucible. The crucible shall be 
placed in a pan of distilled water and 


(b) The sample shall be centrifuged 
for a period of 1 hr. at a speed which^ for 
the diameter of head used^ will exert a 
centrifugal force 1000 times the force of 
gravity upon the center of gravity of the 
soil sample. Immediately after centri- 
fuging, the crucible and contents shall 
be weighed and the weight recorded as 
the weight of crucible and contents after 



Gooch Crucible 
(Rer^rc?tec^ Bofiom} 

Babcock Trunion 
Cup 


fi/fer f^per 

^ Two-^' Brass Rods 
for Support 

Brass Cover P/ak 



I Rubber 

Center of Gnav/fy^-- ^ ® 
of So/7 


Wover/ Wire - 
Support 


Mountings of 
Moisture 
Equivalent 
Apparatus 


Centrifuge Head 


Fig. 1.— Centrifuge Apparatus. 


the sample allowed to take up moisture 
until completely saturated, as indicated 
by the presence of free water on the 
surface of the sample. It shall then be 
placed in a humidifier for at least 12 hr, 
to insure uniform distribution of mois- 
ture throughout the soil mass. All free 
water then remaining on the surface of 
the sample shall be poured off, and the 
crucible placed in a Babcock trunnion 
cup fitted as described in Section 2 (r). 


centrifuging. The sample shall then be 
oven-dried to constant weight at 110 C., 
and weighed. This weight shall be 
recorded as the weight of crucible and 
contents after drying. 

{c) Waterlogging . — When free water 
is observed on the top of the sample 
after the centrifuging operation, the 
soil is. said to have waterlogged. This 
water shall not be removed but shall be 
weighed with the sample. , ' 
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Calculation 

6. The centrifuge moisture equivalent 
of the soil shall be calculated as' follows: 


M. 


U -- 6) - 5,.) 


Ai (c At h) 


- X t oo 


where: 

Me = centrifuge moisture equivalent, 
A = weight of crucible and contents 
after centrifuging, 


Ai — ^weight of crucible and contents 
after drying, , 
c = 'weight of crucible, 
b = .weight of wet filter paper, and 
bi == w^eight of dry filter paper. ' 

Reproducibility of Results 

7. The., variation between the .two 
values obtained in the duplicate tests 
should not exceed 1 per cent , for values 
of the moisture equivalent up to IS and 
2 per cent for values above 15. 


Standard Method of Test for 
FIELD MOISTURE EQUIVALENT OF SOILS‘ 



A.S.T.M, Designation: D 425 - 39 
Adopted, 1939.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 426; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Field Moisture Equivalent 

1. The field moisture equivalent of a 
soil is defined as the minimum moisture 
content, expressed as a percentage of the 
weight of the oven-dried soil, at which a 
drop of water placed on a smoothed 
surface of the soil will not immediately 
be absorbed by the soil but will spread 
out over the surface and give it a shiny 
appearance. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Evaporating Dish . — A porcelain 
evaporating dish about 4| in. in diam- 
eter. 

if) Spatula . — A spatula or pill knife 
having a blade about 3 in. in length and 
about I in. in width. 

{c) Pipette.— k pipette, burette, or 
similar device for adding water dropwise. 

(d) Cowtofn^r^.—Suitable containers 
such as matched watch glasses which will- 
prevent loss of moisture during weighing. 

^ J Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S,T.M. 
Committee D-18 on Soils for Engineering Purposes. 

* prior to adoption as standard, this method was pub- 
lished as tentative from 1935 to 1939, being revised in 1938. 


{e) Balance.— k balance sensitive to 

0.1 g. 

Sample 

3. A sample weighing about 50 g. 
shall be taken from the thoroughly 
mixed portion of the material passing 
the No. 40 (420-micron) sieve, which 
has been obtained in accordance with 
the Standard Method of Preparing Soil 
Samples for Mechanical Analysis and 
Determination of Subgrade Soil Con- 
stants (A.S.T.M. Designation: D 421) 
of the American Society for Testing 
Materials.® 

Procedure 

4. The air-dried sample shall be placed 
in the evaporating dish and mixed with 
distilled water. Distilled water shall 
be added in small amounts and the sam- 
ple thoroughly mixed after each addition 
of water. When the wetted soil forms 
into balls under manipulation, the 
sample shall be smoothed with a light 
stroke of the spatula and a drop of water 
placed on the smoothed surface. If the 
drop of water disappears in 30 sec. a 

, * Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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^ixiall increment of water (a few drops) shall then' be oven-dried to constant, 
®hall be mixed with the sample, and the weight at 110 C., and weighed. This 
proced'ure repeated until the drop of ■ weight shall be recorded and the difier- 
water does not disappear in 30 sec. but ence in weight shall be recorded as the 
spreads over the smoothed surface leav- . weight of water, 
ing a shiny appearance., A small por- 
tion of the soil on which the last drop of Calculation 

water was placed shall then be removed 5 , xhe held moisture equivalent shall 
and placed between two watch glasses ]yQ calculated as follows: 
or other suitable containers. The weight 

,of the container and wet soil shall be Field moisture _ wt. of water — ^ 
determined and recorded. The sample equivalent wt. of oven-dried soil 



Standard Method of Test for 
SHRINKAGE FACTORS OF SOILS* 



A.S,T*M. Designation*. B 427 ~ 39 
Adopted, 1939.® 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 427; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test is intended for 
obtaining the data from which the fol- 
lowing subgrade soil constants may be 
calculated: 

Shrinkage limit, 

Shrinkage ratio, 

Volumetric change, ^ 

Lineal shrinkage, and 
Specific gravity (approximate). 

Apparatus 

2. The apparatus shall consist of the 
following: 

(fi) Evaporating Disk — A porcelain 
evaporating dish about in. in 
diameter. 

(6) Spatula. — A spatula or pill knife 
having a blade about 3 in, in length and 
about f in. in width. 

(c) Shrinkage Disk — A circular por- 
celain or monel metal milk dish having a 
flat bottom and being about If in. in 
diameter and about § in. in height. 

(d) ' Straightedge,— -A steel straight- 
edge about 12 . in, in ■ length. 

i Under the standardization procedure of the Society, 
tbis method is under the jurisdiction of the A.S.TJlil. 
Committee D-18 on Soils for Engineering Purposes. 

* Prior to adoption as standard, this method was 
published as tentativ® from 1935 to 1939, being revised 
in 1938. 


(e) Glass Cup, — A glass cup about 2 
in. in diameter and about 1 in. in height, 
the top rim of which is ground smooth 
and level. 

(/) Glass Plate— -A glass plate with 
three metal prongs for immersing the soil 
pat in mercury, as shown in Fig. 1. 

(g) Graduate,— A glass graduate hav- 
ing a capacity of 25 ml and graduated 
to 0.2 ml 

(h) Balance, — A balance sensitive to 

0.1 g. 

(i) Mercury, — Sufficient mercury to 
fill the glass cup to overflowing. 

Sample 

3. A sample weighing about 30 g, shall 
be taken' from' the thoroughly mixed 
portion of the material passing the No. 
40 (420-micron) , sieve which has been 
obtained in accordance with the Stand- 
ard Method of Preparing Soil Samples 
for Mechanical Analysis and Determina- 
tion of Subgrade Soil Constants 
(A.S.T.M. Designation: D 421) of the 
American Society . for ' Testing Ma- 
terials.® 

» AppearB'in this publication, see Con tents, in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Procedtire 

4. (d) The sample shall be placed in the 
evaporating dish and thoroughly mixed 
with distilled water in amount sufficient 
to fill the soil voids completely and to 
make the soil pasty enough to be readily 
worked into the shrinkage dish without 
the inclusion of air bubbles. The amount 
of w^ater required to furnish friable soils 
with the desired consistency is equal to 
or slightly greater than the liquid limit, 
and the amount necessary to furnish 
■plastic soils with the desired consistency 


dish- tapped until the soil is thoroughly 
compacted and all included air has been 
brought to the surface. More soil shall 
be added and the tapping^ shall be , con- 
tinued until the dish is completely filled 
and excess soil stands out about its edge. 
The excess soil shall then be struck of! 
with a straightedge, and all soil adhering 
to the outside of the dish shall be wiped 
off. 

(c) The dish when filled and struck off 
level shall be weighed immediately and 
the weight recorded as the weight of dish 



GROUND SURFACE BY SOIL PAT 

METHOD OF OBTAINING DISPLACED MERCURY. 
Fig. 1 . — Apparatus for Determining the Volumetric Change of Subgrade Soils. 


may exceed the liquid limit by as much 
as 10 per cent. 

(&) The inside of the shrinkage dish 
shall be coated with a thin layer of 
vaseline or some other heavy grease to 
prevent the adhesion of the soil to the 
dish. An amount of the wetted soil 
equal to about one- third the volume of 
the dish shall be placed in the center of 
the dish, and the soil caused to flow to 
the edges by tapping the dish on a firm 
surface cushioned by several layers of 
blotting paper or similar material. . An 
amount of soil shall be added approxi- 
mately equal to the first portion, and the 


and wet soil. The soil pat shall be 
allowed to dry in air until the color of the 
pat turns from dark to light. It shall 
then be oven-dried to constant weight 
at 110 C. and weighed, the weight being 
recorded as the weight of dish and dry 
soil. The weight of the empty dish shall 
be determined and recorded. The ca- 
pacity of the dish in cubic centimeters, 
which is also the volume of the wet soil 
pat, shall be determined by filling the 
dish to overflowing with mercury, re- 
moving the excess by pressing a glass 
plate firmly over the top of the dish, and 
measuring by means of a glass graduate 
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the volume of mercury held in the dish. 
This volume shall be recorded as the 
volume of the wet soil pat, F. 

{d) The volume of the dry soil pat 
shall be determined by removing the 
pat from the shrinkage dish and immers- 
ing it in the glass cup full of mercury in 
the following manner: The glass cup 
shall be filled to overflowing with mer- 
cury and the excess mercury shall be 
removed by pressing the glass plate with 
the three prongs (Fig. 1) firmly over the 
top of the cup. Any mercury which 
may be adhering to the outside of the 
cup shall be carefully wiped off. The 
cup, filled with mercury, shall be placed 
in the evaporating dish, and the soil pat 
shall be placed on the surface of the 
mercury. It shall then be carefully 
forced under the mercury by means of 
the glass plate with the three prongs 
(Fig. 1) and the plate shall be pressed 
firmly over the top of the cup. It is 
essential that no air be trapped under 
the soil pat. The volume of the mercury 
so displaced shall be measured in the 
glass graduate and recorded as the 
volume of the dry soil pat, Fo. 

Calculation of Moisture Content 

5. The moisture content of the soil 
at the time it was placed in the dish 
expressed as a percentage of the dry 
weight of the soil shall be calculated as 
follows: 


where: 

M = moisture content of the soil 
when placed in the dish, 

IF = weight of wet soil pat obtained 
by subtracting the weight of 
the shrinkage dish from the 
weight of the dish and wet 
pat, tod 


W& = weight of dry soil pat obtained 
by subtracting the weight of 
the shrinkage dish from' the 
weight of the dish and dry 
pat. 

Shrinkage Limit 

6. (a) The shrinkage, limit of a soil is 
that moisture content,, expressed as, a, 
percentage of the weight of the oven- 
dried soil, at which a reduction in mois- 
ture content will not cause a decrease 
in the volume of the soil mass, but at 
which an increase in moisture content 
will cause an increase in the volume of 
the soil mass. 

(b) The shrinkage limit, 5, shall be 
calculated from the data obtained in the 
volumetric shrinkage determination by 
the following formula: 

— c-if-x™) 

where: 

S = shrinkage limit 

M = moisture content of wet soil, 
in percentage of the weight 
of oven-dried soil, 

F == volume of wet soil pat, 

Vo = volume of dry soil pat, and 

Wo weight of oven-dried soil pat. 

(c) Optional MetJiod.--Wh.txi both the 
true specific gravity, G, and the shrink- 
age ratio, Ry are kn,own, the shrinkage 
limit may be calculated as follows: 

Shrinkage Ratio 

7. (a) The shrinkage ratio of a soil 
is the ratio between a given volume 
change, expressed as a percentage of the 
dry ' volume, and' the corresponding 
change in moisture . content above the 
shrinkage limit, expressed as a per- 
centage 'of the weight of the oven-dried 
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soil It equals the apparent specific 
gravity of the dried soil pat, 

(&) The shrinkage ratio, R, shall be 
calculated from the data obtained in the 
volumetric shrinkage determination by 
the following formula: 



Voltunetric Change 

8, (a) The volumetric change of a soil 
for a given moisture content is the 
volume change, expressed as a percent- 
age of the dry volume, of the soil mass 
when the moisture content is reduced 
from the stipulated percentage to the 
shrinkage limit. This stipulated mois- 
ture content is usually taken as the field 
moisture equivalent. 

(J) The volumetric change shall be 
calculated from the data obtained in the 
volumetric shrinkage determination by 
the following formula: 

Volumetric change = (Mi — S)R 

where Mi == given moisture content. 

If, as is customary, the volumetric 
change from the field moisture equivalent 
is desired, the formula assumes the 
following form: 

Volumetric change, C/ = volumetric change 
from field mois- 
ture equivalent 

Volumetric change, C/ = (F S)R 
where F = field moisture equivalent. 
Lineal Shrinkage 

9. (a) The lineal shrinkage of a soil 
for a given moisture content is the de- 
crease in one dimension, expressed as a 
percentage of the original dimension, of 


the soil mass when the moisture content 
is reduced from an amount equal to the 
field moisture equivalent to the shrink- 
age limit, 

(b) The lineal shrinkage shall be 
obtained either by means of the follow- 
ing formula or by means of the curve 
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Fig. 2. — Curve for Determining Lineal Shrink- 
age. 

shown in Fig. 2, which represents this 
relation: 


Lineal shrinkage ~ 100 



Specific Gravity 

10. (a) The specific gravity of a soil 
is the weight of the oven-dried soil 
divided by the true volume of the soil 
particles. 

(b) The specific gravity may be calcu- 
lated from the data obtained in the 
volumetric shrinkage test by the follow- 
ing formula: 

R 100 



AMEIJICAH: ASSOCIATION STATE 
HIGHWAY OFFICALS STANDARD 
A.A.S.H.O» NO.: X 134-45 


Standard Method of Test for 

MOISTURE-DENSITY RELATIONS OF SOIL-CEMENT 

MIXTURES* 



A-S.T.M. Designation: D 558 - 44 
Adopted, 1944® 

TBis Standard of the American Society for Testing Materials is issued under 
the fixed designation D 558; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the relationship between the 
moisture content of soil-cement mixtures 
and resulting densities (oven-dry weight 
per cubic foot) when the soil-cement 
mixture is compacted in the laboratory, 
before cement hydration, as specified 
herein. 

Apparatus , 

2. The apparatus shall consist of the 
following: 

(a) Moli . — A cylindrical metal mold 
having a capacity of cu. ft. with an 
internal diameter of 4.0 in. and a height 
of approximately 4.6 in., which has a 
detachable collar assembly approxi- 
mately in. in height, to permit pre- 
paring compacted specimens of soil- 
cement mixtures 4.0 in. in diameter and 
approximately 4.6 in. in height which 
have a volume of cu. ft The mold 
and collar shall be fastened' to a detach- 
able base. . (See Fig. 1.) 

J Under tEe standardization procedure of the Society, 
this method is under the Joint jurisdiction of A.S.T.M. 
Committee D-4 on Road and Paving Materials and Com- 
mittee D-IS on Soijs for Engineering Purposes. 

5 Prior to adoption as standard, this method was pub- 
is hed as tentative from 1940 to 1944. 


(5) Rammer . — A metal rammer hav- 
ing a 2-m. diameter circular face and 
weighing 5.5 lb. The rammer shall be 
equipped with a suitable arrangement to 
control the specified drop. 

(c) Sleeve , — Closed cylindrical sleeve 
slightly less than 4.0 in. in diameter or 
similar device for removing compacted 
specimens from the mold. 

(d) Balances , — A balance or scale of 
2S-Ib. capacity sensitive to 0.01 lb.; and 
a 100-g. capacity balance sensitive to 
0.1 g. 

(e) Drying Oven , — A thermostatically 
controlled drying oven capable of main- 
taining temperatures of about HOC. 
(230 F.) for drying moisture samples. 

Procedure 

3. {a) The air-dry soil first shall be 
pulverized to pass a ■ No. 4 (4760- 
micron) sieve so as to separate the soil 
particles without reducing the particle 

size. 

(6) The required cement shall be 
added to the pulverized, soil. The test 
shall be performed only on that portion 
of the soil-cement ' mixture which will 
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pass a No. 4 (4760-microii) sieve. A 
quantity' of water sufficient to- produce 
slight cohesion shall then be thoroughly 
mixed with the soil-cement sample to 
permit ready compaction. The thor- 
oughly mixed soil-cement sample shall 
be immediately ■ compacted in the mold 
in three equal layers, to give ■ a total 
compacted depth of about 5 in.* each 
layer being compacted by 25 blows of 
the rammer dropping free from a height 
of 12 in. above the elevation of the soil 
when a sleeve-type rammer is used or 12 



in. above the approximate elevation of 
each finally compacted layer when a 
stationary mounted type rammer is 
used.,' During -.compaction, the mold 
shall rest on a uniform, rigid foundation 
weighing 200 lb. or its equivalent. The 
blows shall be uniformly distributed over 
the surface of the layer being compacted. 
After compacting, the collar shall be 
removed and the top carefully trimmed 
to the exact height of the mold with a 
steel straightedge to produce . a speci- 
men approximately 4.6 in. in height and 
.having a volume of ^ cu. ft. 


- (c) The weight of the compacted soil- ' 
cement mixture shall be determined, the 
material removed from the C3diiider, 
sliced vertically in the center and a IGO-g. ■ 
sample taken from the center, weighed 
immediately, dried in an oven at 110 C. 
(230 F.) for at least 12 hr. or to constant 
weight. This procedure establishes the 
moisture-density relation of the' initial 
soil-cement mixture. 

(d) The soil-cement mixture shall be 
again finely pulverised, so as to separate 
the soil particles without reducing the 
particle size, to pass a No. 4 (4760- 
micron) sieve and a small increment of 
moisture carefully added and thoroughly 
mixed to insure uniform distribution. 
Then the moistened and pulverized 
material shall be compacted in the mold 
in three layers as described in Para- 
graph (6), weighed, and a moisture deter- 
mination made to establish the moisture- 
density relation for a slightly moistened 
soil-cement mixture. The soil-cement 
mixture again shall be finely pulverized, 
so as to separate the soil particles with- 
out reducing the particle size, to pass a 
No. 4 sieve and additional increments of 
water added and the same procedure fol- 
lowed of mixing, compacting in the mold, 
weighing, and making moisture deter- 
minations until the moisture content of 
the soil-cement mixture reaches a con- 
dition where it is difficult to pulverize 
the moistened materials, or it has a 
moisture content near the liquid limit. 
This procedure will establish the mois- 
ture-density relations of a soil-cement 
mixture for the moisture contents prac- 
ticable to handle in the field. 

Calculation 

4. The moisture content and oven-dry 
weight of the mixture as compacted shall 
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be calculated by means of the following 
formulas: ' . 

Moisture, per cent = 

wt. of wet soil-cement — wt. of oven- 

dried soil-cement ^ 

■ wt. of oven-dried soii-cement 

Dry weiglit (per cu. ft. of soil-cement as com- 


_ wet wt. in lb. per cu. ft. 

^ percentage of moisture plus 100 

Moisture-Density Relationship 


5. (a) The calculations in Section 4 
are made to determine the moisture con- 
tent and corresponding compacted oven- 
dry weight (density) of the compacted 
soil-cement for each test made on the 
mixture. The oven-dry weights per 
cubic foot (density) of the soil shall be 
plotted as ordinates and the correspond- 
ing moisture contents as abscissas. 

(b) Optimum Moisture Content . — 
When the moisture-density relations 
have been determined for a soil-cement 
mixture and the results plotted as indi- 
cated in Paragraph (d) , it will be found 
that by connecting the plotted points 
with a smooth line a curve is produced 
which is, generally, parabolic in form. 
The moisture content producing the 
peak of the curve shall be termed the 
^'optimum moisture content^’ of the soil- 
cement mixture under the above com- 
paction. 

{c) Maximum Density . — The oven- 
dry weight per cubic foot of moist soil- 
cement mixture at ^'optimum moisture 


content’’ shall be termed ^^maximum 
density” under the above compaction. 

(d) When the curve resulting from 
connecting plotted points does not pro- 
duce a parabolic-type curve with a 
definite peak, the ^‘optimum moisture” 
and ^‘maximum density” for such mix- 
tures shall be determined from', the results 
of additional tests conducted in conform- 
ance with the Standard Method of Wet- 
ting-and-Drying Test of Compacted 
Soil-Cement Mixtures (A.S.T.M. Desig- 
nation: D 559)^ and the Standard 
Method of Freezing-and-Thawing Test 
of Compacted Soil-Cement Mixtures 
(A.S.T.M. Designation: D 560)® on com- 
pacted soil-cement specimens. These 
specimens shall be molded with moisture 
contents approximately equal to the 
plastic limit of the soil and 1, 2, and 
3 per cent above and below this govern- 
ing moisture content. The densities of 
these specimens shall be those obtained 
with the prescribed moisture contents 
in the moisture-density test for the 
mixture. The cement content of these 
specimens shall be such that the soil- 
cement losses on the specimen giving the 
best results in these tests shall not exceed 
10 per cent of the dry weight of the speci- 
men. The moisture content and density 
corresponding to the specimen giving the 
best results shall be used as the “opti- 
mum moisture content” and “maximum 
density” of soil-cement mixtures which 
do not produce a parabolic-type curve. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


AMElICim ASSOCIATIOlf STATE 
HIGHWAY OFFICIALS STAIfDARD 
A.A.S.H.O. NO.: T 135-45 


Standard Method of 

WETTING-AND-DRYING TEST OF COMPACTED SOIL- 
CEMENT MIXTURES! 



A.S.T.M, Designation: D 559 - 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 559; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the soil-cement losses, mois- 
ture changes, and volume changes (swell 
and shrinkage) produced by repeated 
wetting and drying of compacted speci- 
mens of soil-cement mixtures of known 
composition and of known uniform 
density and moisture content. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Mold . — A cylindrical metal mold 
having a capacity of cu. ft. with an 
internal diameter of 4.0 in. and a height 
of approximately 4.6 in., which has a 
detachable collar assembly approxi- 
mately 2| in. in height, to permit pre- 
paring compacted specimens of soil- 
cement mixtures 4.0 in. in diameter 
and approximately 4.6 in. in height 
which have a volume of cu.ft. The 
mold and collar shall be fastened to a 
detachable base. (See Fig. 1.) 

1 Under the standardization procedure of the Society, 
this method is under the joint jurisdiction of the A.S.T.M. 
Committee D -4 on Road and Paving Materials and Com- 
mittee D-18 on Soils for Engineering Purposes. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1940 to 1944. 


(&) Rammer . — A metal rammer hav- 
ing a 2-in. diameter circular face and 
weighing 5.5 lb. The rammer shall be 
equipped with a suitable arrangement to 
control the specified drop. 

(t;) Sleeve . — Closed cylindrical sleeve 
slightly less than 4.0 in. in diameter or 
similar device for removing compacted 
specimens from the mold. 

(d) Balances . — A balance or scale of 
25-lb. capacity sensitive to 0.01 lb.; 
and a 100-g. capacity balance sensitive 
to 0.1 g. 

(e) Drying Ovens . — A thermostatically 
controlled drying oven capable of main- 
taining temperatures of about HO C. 
(230 F.) for drying moisture samples. 

A thermostatically controlled drying 
oven capable of maintaining tempera- 
tures of about 71 C. (160 F.) for drying 
compacted soil-cement specimens. 

(/) Moist Room.—K moist room ca- 
pable of maintaining a temperature of 
21 1.7 C. (70 ± 3 F.) and a relative 

humidity of not less than 90 per cent 
for seven-day storage of compacted 
specimens. 
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{g) Water Bath — tank for 

submerging ' compacted specimens in 
water at about 21 C. (70. F.)* 

(h) Wire Scratch Brush . — A wire 
scratdi brush made of 2-in. by ■^-in. 
flat No. 26 gage wire bristles assembled 
in 50 groups , of 10 bristles each and 
mounted to form five longitudinal rows 
and ten transverse rows of bristles on a 
7|-in. by 2|-m. hardwood block. 

Prefaration of Material for Molding 
Specimens ' 

3. This test shall be performed on 
soil-cement mixtures compacted in the 
mold, before cement hydration, to maxi- 



Fig. 1.— Cylindrical Mold for Molding Specimens. 


{a) For^ Soil-Cement Mixtures Con- 
taining No Material Retained on ike 
No. 4 Sieve . — A sufficient quantity of 
each soil-cement mixture to be investi- 
gated shall be prepared at optimum 
moisture content to provide two com- 
pacted specimens approximately 4.6 in. 
in height and 4.0 in. in diameter. 

(b) For Soil- Cement Mixtures Con- 
taining Material Retained on the No. 4 
Sieve . — When the soil-cement mixtures 
contain material retained on the No. 4 
(4760-micron) sieve, the following pro- 
cedures shall be followed which vary 
from that described in Paragraph (a): 
Since the specimens are 4 in. in diameter, 
it is necessary to prescribe the maximum 
size material to be used in the specimen 
and this size shall be set at f in. Com- 
pensation shall be made for any ma- 
terial larger than f in. by replacing it 
with an equal dry weight of No. 4 
sieve to |-in. material of the same 
gradation as that contained in the orig- 
inal soil sample. A sufficient quantity 
of minus No. 4 sieve soil-cement ma- 
terial shall be prepared at the optimum 
moisture content to provide two com- 
pacted specimens 4.6 in. in height and 
4.0 in. in diameter after the requisite 
amount of saturated, surface-moist, plus 
No. 4, sieve material, as defined above, 
has been added to the damp, minus 
No. 4 material 


mum density at optimum moisture 
content and in the same manner of com- 
paction as specified in the Standard 
Method of Test for Moisture - Density 
Relations of Soil-Cement Mixtures 
(A.S.T.M, Designation: D 558) of the 
American Society for Testing Materials.® 
Representative roadway soil shall be 
used except as modified in the following 
Paragraph (b). 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Desifnations at front of book. 


Molding Specimens 

4. (a) The prepared material shall 
be compacted in the mold in the same 
manner as that specified in the Standard 
Method of Test for Moisture - Density 
Relations of Soil-Cement, Mixtures 
(A.S.T.M. Designation; D 558) of. .the 
American. Society for Testing Materials,®, 
with the further provision that, before 
placing and compacting the next layer, 
smooth compaction planes produced 
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during compaction of each layer shall 
be scarified to form grooves, at right 
angles to each otherj approximately | 
in. in width and in., in depth and ap- 
proximately i ill. apart. During com- 
paction, a representative soil-cement 
mixture moisture sample shall be taken 
from the batch, weighed, dried in an 
oven at 110 C. (230 F.) for at least 12 hr. 
or to constant weight. The compacted 
specimens shall be removed from the 
mold, weighed, and the density deter- 
mined; the volume shall be determined 
by (i) averaging the diameters measured 
to the nearest 0.02 in. (0.05 cm.) at 
right angles to each other at the center 
and the quarter points of the specimen 
and averaging the heights measured to 
the nearest 0.02 in. (0.05 cm.) at the 
quarter points on the circumference of 
the specimen, or (2) by immersion and 
displacement methods in a nonabsorbent 
liquid such as mercury. 

(b) One specimen shall be identified 
on a metal tag (or other suitable de- 
vice) as No. 1, together with other 
needed identification marks and shall 
be used to obtain data on moisture and 
volume changes during the test. The 
other specimen shall be identified 
as No. 2, together with other needed 
identification marks and shall be used 
to obtain data on soil-cement losses 
during this test. 

(c) After the required data have been 
obtained, the specimens shall be placed 
on suitable carriers in the moist room 
and protected from free water for a 
period of seven days. The No, 1 speci- 
mens shall be weighed and measured 
daily to give data for calculating the 
moisture content and volume of the 
specimens each day. 

Procedure 

5. (a) At the end of the storage in the 
moist room, the specimens shall be sub- 
merged in tap water at room tempera- 


ture for a period of 5 hr. and removed. 
The No. 1 specimen (volume and mois- 
ture change specimen) shall be weighed 

and measured. 

(b) Both specimens, s,hall be placed 
in an oven at about 71 C. (160 F.) for ' 
42 hr. and removed. Then, both speci- 
mens shall be weighed and No. 1 speci- 
men measured. Specimen No. 2 (soil- 
cement loss specimen) shall then be 
given' two firm strokes on all areas with a 
wire scratch brush to remove all ma- 
terial loosened during wetting and dry- 
ing. The specimen shall again be 
weighed after brushing. The moisture 
content of the material brushed from 
the specimen shall be determined di- 
rectly, but if this is not possible, it may 
be assumed to be equal to the moisture 
content of the No. 1 specimen. The 
oven-dry (110 C., 230 F.) weight of ma- 
terial brushed from the specimen shall be 
calculated. 

{c) The procedures described in Para- 
graphs (a) and (b) constitute one cycle 
(48 hr.) of wetting and drying. The 
specimens shall then be again submerged 
in water and the procedure continued. 
The data collected will permit calcula- 
tions of volume and moisture changes of 
specimen No. 1 and the soil-cement 
losses of specimen No. 2. 

(d) The wetting and drying of the 
No. 1 specimens shall be continued for 
12 cycles or discontinued prior to 12 
cycles should the measurements become 
inaccurate due to distortion or soil- 
cement loss of the specimens. The 
wetting and drying of the No. 2 speci- 
mens shall be continued for 12 cycles, 
if possible. 

Calculation 

6. The volume and moisture changes 
and the soil-cement losses of the speci- 
mens shall be calculated as follows: 

(a) The difference between the vol- 
ume of specimen No. 1 at the time of 
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molding and subsequent volumes shall 
be calculated as a' percentage of the 
original volume. 

(i) The moisture content of specimen 
■No. 1 at the time of molding and sub- 
sequent moisture contents shall be cal- 



culated as a percentage of the original 
oven-dry weight of the specimen. 

(c) The' soil-cement loss of specimen 
No. 2 shall be calculated as a percentage 
of the original oven-dry weight of the 
specimen. 


AMERICAN ASSOCIATION STATE' 
HIGHWAY OFFICIALS . STANDARD, 
A.A.S.H.O. NO.:: T 136-45' 


Standard Method of 

FREEZING-AND-THAWING TEST OF COMPACTED 
SOIL-CEMENT MIXTURES^ 



A.S.T.M, Designation: D 560 - 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 560; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the soil-cernent losses, mois- 
ture changes, and volume changes (swell 
and shrinkage) produced by repeated 
freezing and thawing of compacted 
specimens of soil-cement mixtures of 
known composition and of knowm uni- 
form density and moisture content. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Mold . — A cylindrical metal mold 
having a capacity of 15 V cuit. with an 
internal diameter of 4.0 in. and a height 
of approximately 4.6 in., which has a 
detachable collar assembly approximately 
2| in. in height, to permit preparing 
compacted specimens of soil-cement 
mixtures 4.0 in. in diameter and approxi- 
mately 4.6 in. in height which have a 
volume of cu. ft. The mold and 
collar shall be fastened to a detachable 
base. (See Fig. 1.) ^ ; 

1 Under the standardization ptoccdnre of the Society, 
this method is under the joint jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials and Com- 
mittee D-18 on Soils for Engineering Purposes. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1940 to 1944. 


(i) Rammer , — A metal rammer hav- 
ing a 2-in. diameter circular face and 
weighing 5.5 lb. The rammer shall be 
equipped with a suitable arrangement to 
control the specified drop. 

{c) Sleeve , — Closed cylindrical sleeve 
slightly less than 4.0 in. in diameter or 
similar device for removing compacted 
specimens from the mold. 

(d) Balances, — A balance or scale of 
25-lb. capacity sensitive to 0.01 lb.; 
and a 100-g. capacity balance sensitive 
to 0.1 g. 

{e) Drying Oven , — A thermostatically 
controlled drying oven capable of main- 
taining temperatures of about 1 10 C. 
(230 F.) for drying moisture samples. 

(j) Freezing Cabinei , — A freezing cab- 
inet capable of maintaining temperatures 
of minus 23 C. (minus 10 F.) or lower. 

(g) Moisi Room, — A moist room ca- 
pable of maintaining a temperature of 
21 i 1.7 C. (70 i 3 F.) and a relative 
humidity of not less than 90 per cent 
for seven-day storage of compacted 
specimens and for thawing frozen speci- 
mens. 
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(k) Wire^.. Scraich Brush , — A wire 
scratch, brush made of 2-in. by ife-in. flat 
No. 26 gage ■ wire bristles assembled in 
50 groups of 10 bristles each and 
mounted to form five longitudinal rows 
and ten transverse rows of bristles on a 
by 2|-in. hardwood block. 

Preparation of Material for Molding 
Specimens ' 

3: This test shall be performed on 
soil-cement mixtures compacted in the 
moldj before cement hydration, to maxi- 

I ^..tn I 

L ^ 



Fig. 1. — Cylindrical Mold for Molding 
Specimens. 


mum density at optimum moisture con- 
tent and in the same manner of compac- 
tion as specified in the Standard Method 
of Test for Moisture -Density Relations 
of Soil-Cement Mixtures (A.S.T.M. 
Designation: D 558) of the American 
Society for Testing Materials.® Repre- 
sentative roadway soil shall be used 
except as modified in the following 
Paragraph (i). 

(a) For Soil-Cement Mixtures Con- 
taining No Material Retained on the 
No. 4 Sieve.'— A sufflcient quantity of 

® Appears In this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


each soil-cement mixture to be investi- 
gated shall be prepared at optimum 
moisture content to provide two com- 
pacted specimens approximately 4.6 in. 
in height and 4.0 in. in diameter. 

(b) For Soil-Cement .Mixtures Con- 
taining Material Retained on ike No. 4 
Sieve . — When the soil-cemeiit mixtures 
contain material retained on the No.' 4 
(4760-micron) sieve, the following pro- 
cedures shall be followed which vary 
from that described in Paragraph (a): 
Since the specimens are 4 in. in diameter, 
it is necessary to prescribe the maximum 
size material to be used in the specimens 
and this size shall be set at f in. Com- 
pensation shall be made for any material 
larger than | in. by replacing it with an 
equal dry weight of No. 4 sieve to 
f-in. material of the same gradation 
as that contained in the original soil 
sample. A sufficient quantity of minus 
No. 4 sieve soil-cement material shall 
be prepared at optimum moisture con- 
tent to provide two compacted speci- 
mens 4.6 in. in height and 4.0 in. in di- 
ameter after the requisite amount of 
saturated surface-moist, plus No. 4 sieve 
material, as defined above, has been 
added to the damp, minus No. 4 sieve 
material. 

Molding Specimens 

4. (a) The prepared material shall 
be compacted in the mold in the same 
manner as that specified in the Standard 
Method of Test for Moisture - Density 
Relations of Soil-Cement, Mixtures (A.S. 
T.M. Designation :D 558) of theAmerican 
Society for Testing Materials,® with the 
further provision that before, placing 
and compacting the next layer, smooth 
' compaction planes produced during com- 
paction of each layer shall be scarified to 
form grooves,, at right angles to each 
other, approximately I in. in width , and 
I in. .in depth . and' approximately J, in. 
apart. 'During compaction, a repre- 
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sentative soiI"Cement mixture moisture 
sample shall be taken from the batch, 
weighed, dried in an oven at 110 C. 
(230 F.) for at least 12, hr. or to constant 
weight. The compacted specimens shall 
-* be removed from the mold, weighed, and 
density determined; the volume shall be 
determined by (i) averaging the diam- 
eters measured to the nearest 0.02 in. 
(0.05 cm.) at right angles to each other 
at the center and the quarter points of 
the specimen and averaging the heights 
measured to the nearest 0.02 in. (0.05 
cm.) at the quarter points on the cir- 
cumference of the specimen, or (2) by 
immersion and displacement methods in 
a nonabsorbent liquid such as mercury. 

(b) One specimen shall be identified 
on a metal tag (or other suitable device) 
as No. 1, together with other needed 
identification marks and shall be used 
to obtain data on moisture and volume 
changes during the test. The other 
specimen shall be identified as No. 
2, together with other needed iden- 
tification marks and shall be used to 
obtain data on soil-cement losses during 
this test. 

(c) After the required data have been 
obtained, the specimens shall be placed 
on suitable carriers in the moist room 
and protected from free water for a 
period of seven days. The No. 1 speci- 
mens shall be weighed and measured 
daily to give data for calculating the 
moisture content and volume of the 
specimens each day. 

Procedure 

, 5. (a) At the end of the storage in 
the moist room, water-saturated felt 
pads, blotters or similar absorptive ma- 
terial shall be placed between the speci- 
mens and the carriers, and the assembly 
placed in a refrigerator having a con- 
stant temperature not warmer than 
minus 23 C, (minus 10 F,); for 22 hr. and 


removed. The No. tspedmeii' (volume 
and moisture change specimen) shall be 
weighed and measured and both' speci- 
mens placed in the moist room. Free; 
water shall be' made available' to the 
absorbent pads under the specimens to 
permit absorption of water by the speci- 
mens by capillarity. 

. (b) After 22 hr. in' the moist room, 
both specimens shall' be weighed and 
the No. 1 specimen measured. Speci- 
men No. 2 (soil-cement loss specimen) 
shall then be given two firm strokes on 
all areas with a wire scratch brush to 
remove all material loosened during 
freezing and thawing. The specimen 
shall be again weighed after brushing. 
The moisture content of the material 
brushed from the specimen shall be 
determined directly, but if this is not 
possible, it may be assumed to be equal 
to the moisture content of the No. 1 
specimen. The oven-dry (1 IOC., 230 F.) 
weight of material brushed from the 
specimen shall be calculated. 

(c) The procedures described in Para- 
graphs (a) and (b) constitute one cycle 
(48 hr.) of freezing and thawing. The 
specimens shall then be replaced in the 
refrigerator and the procedure continued. 
The data collected will permit calcula- 
tions of volume and moisture changes of 
specimen No. 1 and the soil-cement 
losses of specimen No. 2. 

(d) The freezing and thawing of the 
No. 1 specimens shall be continued for 
12 cycles or discontinued prior to 12 
cycles should the measurements become 
inaccurate due to distortion or soil- 
cement loss of the specimen. The freez- 
ing and thawing of the No. 2 specimens 
shall be continued for 12 cycles, if pos- 
sible. 

Calculation 

6. The volume and moisture changes 
and the soil-cement losses of the speci- 
mens shall be caltulated as follows: 
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(а) The difference between the vol- 
ume of specimen No. 1 at time of mold- 
ing and subsequent volumes shall be 
calculated as a percentage of the orig- 
inal volume. 

(б) The moisture content of specimen 
No. 1 at the time of molding and sub- 


sequent moisture contents shall be cal- 
culated as a percentage of the original 
oven-dry weight of the specimen. 

(c) The soil-cement loss of specimen 
No. 2 shall be calculated as a percentage 
of the original oven-dry weight of the 
specimen. 



Standard Specifications for 

ASPHALT FOR USE IN CONSTRUCTING BUILT-UP ROOF 

COVERINGS^ 



A.S.T»M. Designation: D 312 ~ 44 
Adopted, 1941; Revised, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 312; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover asphalt 
intended for use as hot-cement and mop- 
ping coat in the construction of built-up 
roof coverings for roofs surfaced in vari- 
ous manners, laid either over boards or 
concrete on various inclines. 

Primer 

2. The material used as a primer when 
this asphalt is used over concrete and 
gypsum roof slabs shall be asphalt primer 
conforming to the Standard Specifica- 
tions for Primer for Use with Asphalt in 
Dampproofing and Waterproofing (A.S. 
T.M. Designation: D 41).® 

Membrane Materials 

3. The felts for use in constructing 
built-up roof coverings with this asphalt 
shall be of the type covered by any of 
the following specifications: , 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee on Bituminous Waterproofing and 
.Hoofing Materials. ■ 

* Prior to adoption as standard, these specifications 
were published as tentative from 1929 to 1941, being re- 
vised in 1935, 1937, and 1939. 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


id) Standard Specifications for As- 
phalt-Saturated Roofing Felt for Use in 
Waterproofing and in Constructing Built- 
Up Roofs (A.S.T.M, Designation: 
D 226),® 

ifi}) Tentative Specifications for As- 
phalt-Saturated Asbestos Felts for Use in 
Waterproofing and in Constructing Built- 
Up Roofs (A.S.T.M. Designation; 
D 250),® and 

(c) Tentative Specifications for As- 
phalt-Saturated and Coated Asbestos 
Felts for Use in Constructing Built-Up 
Roofs (A.S.T.M. Designation: D 655).® 

Types 

4. The asphalts covered by these 
specifications are as follows: 

(a) Relatively susceptible asphalts 
with good adhesive and '^elf-bealing’’ 
properties for use in slag or gravel sur- 
faced roofing on inclines up to 3 in. 
per ft, 

(&) Somewhat less susceptible asphalts 
for roofing laid on inelines up to 3 in. 
per ft. which are not surfaced with slag 
or gravel, and 
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(c) Relatively nonsmsceptible asphalts 
for use on inclines between 3 and 6 in. 
per ft. 

Properties 

>5. 'The asphalt shall be homogeneous 
and free from water.’ It shall conform 
to . the requirements prescribed in 
Table I. 


(c) Flash Point — Standard Method 
of Test for Flash and Fire Points by 
Means of Open Cup (A.S.T.M. Designa- 
tion: D92).^ 

(d) PenelraHofL-~—StmdB.Td Method of 
Test for Penetration of Bituminous Ma- 
terials (A.S.T.M. Designation: D 5).^ 

(e) Ductility. — Standard Method of 
Test for Ductility of Bituminous Mate- 
rials (A.S.T.M. Designation: D 113),^ 


TABLE I.— REQUIREMENTS FOR ASPHALT FOR CONSTRUCTING BUILT-UP ROOF COVERINGS. 


Type of Roofing 



Mineral Surfaced 
Flat i 

Unsurfaced Flat 

Unsurfaced Steep 


Min. 

Max. 

Min. 

Max. 

Min. 

Max. 

- — 

For use on decks having inclines: I 


i 

3 ! 


3 

3 

6 

Over concrete, in. per ft.: 

j 

1 

3 


3 

3 

6 


! 

1.5 j 


l.S 

l.S 

3 







135 F. 

1.50 F. i 

13S F, 

170 F. 

170 F. 

200 F. 


(57 C.) 
375 F. 

(66 C.) ! 

(57 C.) 
375 F. i 

(77 C.) 

(77 C.) 
375 F. 

(93 C.) 

Penetration : 

0 C. <32 F.), 200 g., 60 sec 

(195 C.) 

5 


(195 C.) 

5 


(19SC.) 

10 


25 C. (77 F.), 100 g., 5 sec 

20 

SO 

20 

40 

20 

40 

46 C. (115 F,), SO g., 5 sec 

100 

ISO 

too 

Ductility at 25 C. (77 F ), (5 cm. per min.), cm 

10 


4 

3 

Loss on heating at 163 C. (325 F.), 50 g,, 5 hr,, per cent. 
Penetration of residue, per cent of original 

60 

'i’.s 

t 1 

60 ’ 

‘i'.s 

ho' 

"i'.s 

Total bitumen soluble in carbon disulfide, per cent: 
Filled or native asphalt. 

65 


65 


65 


Unfilled asphalt. 

99 


99 


99 


Proportion of bitumen soluble in carbon tetrachlo- 
ride, per cent. 

99 


..y 1 

99 


99 


Ash, per cent: ^ 

Filled or native asphalt 

7.5 

35 

1 

7.5 

35 

7.5 

35 

Unfilled asphalt 

1 

1 

Coarse particles retained on No. 200 (74-micron) sieve 
as percentage of matter insoluble in carbon disul-' 
fide, per cent 


12 


12 


12 







Sampling and Methods of Testing 

6. The asphalt shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the following methods of the 
American Society for Testing Materials: 

(а) Sampling. — Tentative Methods of 
Sampling Bituminous Materials (A.S. 
T.M.,:Designation: D 140).® 

(б) Softening StandardMethod 

of Test for Softening Point of Bitumi- 
nous Materials (Ring-and-Ball Method) 
(A.S.T.M. Designation:. D 36).® 


(/) Loss on Heating. — Tentative 
Method of Test for Loss on Heating of 
Oil and Asphaltic Compounds (A.S.T.M. 
Designation: D 6).® 

(g) Soluble in Carbon Disulfide . — 
Standard Method of Test for Determi- 
nation' of Bitumen (A.S.T.M'. Designa- 
tion: D 4).® 

■ (h) Bitumen Soluble, in Carbon Tetra- 
chloride. — Standard Method of Test for 
Proportion of Bitumen Soluble in Car- 
bon Tetrachloride (A.S.T.M. Designa- 
tion: D 165).® - , 
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(i) Ash . — Standard Methods of Lab- Method of Test for Coarse Particles in 
oratory Samphng and Analysis of Coal Mixtures of Asphalt and Mineral Mat- 
and Coke (A.S.T.M. Designation: ter (A.S.T.M. Designation: D 313).® 

D 271).'‘ 

(j) Coarse Particles . — Standard « ms Book of a.s.t.m. standards, Part iii-a. 



Standard Specifications for 

COAL-TAR PITCH FOR ROOFING, DAMPPROOFING, AND 

WATERPROOFING^ 



A.S.T.M. Designation: D 450 - 41 
Adopted, 1941 A 

Reapproved in 1944 Without Change. 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 450; the final nimiber indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover coal-tar 
pitch suitable for use as a mopping coat 
in the construction of built-up roofs sur- 
faced with slag or gravel, as a mopping 
coat in dampproofing, or as a plying or 
mopping cement in the construction of 
a membrane system of waterproofing. 

Primer ■ 

2. The material used as a primer shall 
be creosote conforming to the Standard 
Specifications for Creosote for Priming 
Coat with Coal-Tar Pitch in Damp- 
proofing and Waterproofing (A.S.T.M. 
Designation: D 43) of the American So- 
ciety for Testing Materials.® , 

Membrane , Materials 

3. (a) For the construction of built-up 
roofs, felts conforming to the Standard 
Specifications for Coal-Tar Saturated 

i Under the standardization procedure of the Society, 
these specifications are under the Jurisdiction of the A.S. 
T.M. Committee D-8 on Bituminous Waterproofing and 
Roofing^ Materials. 

s Prior to adoption as standard, these specifications 
were published as tentative from 1937 to 1941, being re- 
vised in 1938. 

3 Appears in this publication^ see Contents mNinnenc 
Sequence of A.S.T.M, Designations at front of book. 


Roofing Felt for Use in Waterproofing 
and in Constructing Built-Up Roofs 
(A.S.T.M. Designation: D 227) of the 
American Society for Testing Materials® 
shall be used. 

(b) For the construction of a mem- 
brane system of waterproofing, any or 
all of the following felts, fabrics, or bur- 
lap conforming to the specifications of 
the American Society for Testing Ma- 
terials may be used alone or in various 
combinations: 

Standard Specifications for 
Coal-Tar Saturated Roofing Felt for Use 
in Waterproofing and in Constructing 
Built-Up Roofs (A.S.T.M. Designation: 
D 227).® 

Cotton Fabrics . — Standard Specifica- 
tions for Woven Cotton, Fabrics Satu- 
rated with Bituminous Substances for 
Use in Waterproofing (A.S.T.M. Desig- 
nation: D 173),® coal-tar saturant. 

Types 

,4. The coal-tar pitches covered' by 
these specifications are of two types, , as 
follows: 

' Type A,— Coal-tdiT pitch for. use as a 
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mopping coat in '■ tile construction of 
built-up roofs surfaced with slag or 
gravel on inclines not exceeding 3 in. per 
ft. where nailing is employedj and not 
exceeding 1 in. per ft. where nailing is 
omitted. 

Coal-tar pitch for use as a mopping 
coat in dampproofing or as a plying' ce- 
ment in the construction of a membrane 
system of waterproofing above ground 
level when not exposed to temperatures 
exceeding 125 F. (52 C.). 


specifications shall' be determined In ac- 
cordance with the following methods of 
the American Society for Testing Ma- 
terials: 

(а) Sampling . — Tentative Methods of 
Sampling Bituminous Materials (A.S. 
T.M. Designation: D 140).® 

(б) Water . — Standard Method of Test 
for Water in Petroleum Troducts and 
Other Bituminous Materials (A.S.T,M.' 
Designation: D 95),® 

{c) Specific Gravity . — Standard Method 


TABLE I.-REQUIREM'ENTS FOR COAL-TAR PITCH FOR ROOFING, DAMPPROOFING, 
AND WATERPROOFING, 



Min. 

Max. 



. 0 

Specific gravity, 25/25 C. {77 /H 

i .22 ! 

i.34 

Softening point (cube-in- Water method): 

140 F. (60 C.) ! 

120 F. (49 C.) 

248 F. (120 C.) : 

155 F. (68 C.) 
140F.(60C.) 


FI?»Rb point (Cleveland open cup) 

Distillation test: 

Total distillate by weight 32 to 572 F. (0 to 300 C.), per cent 

10 

Residue by weight, per cent 

90 " 

Specific gravity, 100/60F. iiB/15.5 C.),of totaldistillate to 572 F . (300 C.) 

Softening point (cube-in-water method) of residue from distillation to 572 F. 
(300 C.) 

1.03 

175 F. (79 C.) 

Ductility at 25 C. (77 F.), (S cm. per min ), cm 

SO ' ’ 

Total bitumen soluble in carbon disulfide, per cent 

72 

85**’ 

Ash, per cent. 

O.S 




NOTE.—The usual range for softenin|: point of roofing pitch shall be 140 to 150 F. In hot summer weather a softening 
point range of 145 to ISS F. will be permitted. 


Note. — T his type of coal-tar pitch is suitable 
for railroad bridges, tanks, retaining walls, 
culverts, dams, conduits, etc, 

Type B. — Coal-tar pitch for use as a 
mopping coat in dampproofing or as a 
plying cement in the construction of a 
membrane system of waterproofing be- 
low ground level under uniformly mod- 
erate temperature conditions both during 
the process of installation and during 
service. 

Properties 

5. The coal-tar pitch shall be homog- 
enous and shall conform to the require- 
ments . prescribed in Table I. ' 

Methods'of Sampling and Testing 

6. The coal-tar pitch shall be sampled 
and the properties enumerated in these 


of Test for Specific Gravity of Road Oils, 
Road Tars, Asphalt Cements, and Soft 
Tar Pitches (A.S.T.M. Designation: 
D70).® 

{d) Softening Point . — Standard Method 
of Test for Softening Point of Tar Prod- 
ucts (Cube-in-Water Method) (A.S.T.M. 
Designation: D 61).® 

{e) Flash Point . — Standard Method 
of Test for Flash and Fire Points by: 
Means of Open Cup (A.S.T.M. Designa- 
tion: D 92).® 

(/) Distillation . — Standard Method of 
Test for Distillation of Tar Products 
Suitable for Road Treatment (A.S.T.M. 
Designation: D 20).® 

(g) 'Standard Method of 

Test for Ductility of Bituminous M^. 
terials (A.S.T.M. Designation: D113)y 
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(h) ; Bitumen SoluUe in Carbon Disul- ' oratory Sampling and Analysis of Coal 
Standard Method of Test for De- and Coke (A.S.T.M. Designation: 

termination of Bitumen (A.S.T.M; Des* D 271).^ 
ignation: D 4).® 

(i) A5/i.”“'Standard Methods of Lab- 


<1946 Book of A.S.T.M. Stawiards, Fart IIl-A, 
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Standard Specijications for 

CREOSOTE FOR PRIMING COAT WITH COAL-TAR PITCH 
IN DAMPPROOFING AND WATERPROOFING' 



A.S.T.M. Designation; D 43 - 41 
Adopted, 1941.^ 

This Standard of the American Society for Testing Materials is issued under 
-the fixed designation D 43; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover creosote 
primer for use, when specified, with coal- 
tar pitch in dampproofing and water- 
proofing below or above ground level, 
for application to concrete and masonry 
surfaces. 

Properties'^ 

2. Creosote primer shall be a distillate 
of coal-gas tar or coke-oven tar and shall 
conform to the following requirements: 

Water not more than 1 per cent 

Consistency at 5 C. (41 F.) , , entirely fluid and crystal free® 
Specific gravity, 38/15.5 C. (100/60 F.) . .not less than 1.06 

Matter insoluble in benzol not more than 0.5 per cent 

Distillation, based on water-free oil: 

Up to 210 C not more than 1 per cent 

Up to 235 C not more than tO per cent 

Up to 355 C.. not less than 65 per cent 

Coke residue not more than 2 per cent 


® The creosote shall be rated as crystal free if no 
crystals are formed when 100 ml. of tiie sample is main- 
tained at a temperature of 5 C. (41 F.) for 3 hr., in a 125 ml. 
Erienmeyer flask, with occasional stirring. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T-M. Committee D-S on .Bituminous Waterproofing and 
Roofing Materials., : 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1917 to 
1925, being revised , in 1922. They were adopted in 1925, 
published as standard from 1925 to 1936, but were with- 
drawn and republished as tentative from 1936 to 1941, be- 
ing revised in 1937. 

2*®^ Editorially revised in 1942. . ■ 


Sampling 

3. {a) From each shipment or fraction 
thereof representing creosote of the same 
kind, a number of packages shall be 
selected at random equivalent to the 
cube root of the total number of packages 
in the lot. If the cube root as calculated 
proves to be a fractional number, it shall 
be expressed as the next higher whole 
number. For convenience, the follow- 
ing table is given, showing the number 
of samples to be selected for shipments 
of various sizes: 

Number of 


Packages in Packages 

Shipment Selected 

2 to 8 2 

9 to 27 3 

28 to 64 4 

65 to 125 5 

126 to 216 6 

217 to 343 7 

344 to 512 8 

513 to 729 9 

730 tol000 .10 

1001 to 1331 .....11 


(&) By means of a paddle, the conteats 
of each package selected shall be thor- 
oughly stirred so as to bring all portions 
thereof into uniform distribution. With 
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an, appropriate samplers not less than' 1 
pt: of the creosote shall be immediately 
drawn from the center of each package 
and transferred to a clean receptacle of 
suitable size, which in turn shall be kept 
tightly covered, *prior and immediately 
after the samples are being introduced. 
After all the pint samples have been 
added, the contents of the container 
shall be thoroughly agitated, whereupon 
1 qt. of the mixture shall immediately be 
transferred to a clean quart can provided 
with a tightly fitting screw cap, which 
shall be immediately fastened in place. 
This sample shall be considered as repre- 
sentative of the shipment and shall be 
transmitted to the laboratory for exami- 
nation, bearing a suitable tag or other 
means of identification. 

(c) Creosote primer in large shipments 
shall be sampled in accordance with the 
Standard Methods of Sampling and 
Testing Creosote (A.S.T.M. Designa- 
tion: D 38) of the American Society for 
Testing Materials.^ 

Methods of Testing 
4. The properties enumerated in these 


specifications shall be determined in 
accordance with the following methods' 
of test of the American Society for 
Testing Materials: 

(a) Water. — Standard Method of Test 
for Water in Creosote (A.S.T.M. Desig- 
nation: D 370).^ 

(b) Specific Gravity. — Standard 
Method of Test for Specific Gravity of 
Creosote (A.S.T.M. Designation 
D 368).3 

(c) Matter Insoluble in Benzol . — 
.Standard Methods of Test for Insoluble, 
Matter in Creosote (A.S.T.M. Designa- 
tion: D367).2 

{d) Distillation. — Standard Method of 
Test for Distillation of Creosote (A.S. 
T.M. Designation: D 246).^ 

{e) Coke Residue. Method 
of Test for Coke Residue of Creosote 
(A.S.T.M. Designation: D 168).® 

(f) Volume and Specific Gravity Cor- 
rection. — Standard Volume and Specific 
Gravity Correction Tables for Creosote 
and Coal Tar (A.S.T.M. Designation: 
D 347).® 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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PRIMER FOR USE WITH ASPHALT IN DAMPPROOFING AND 

WATERPROOFING^ 



A.S^T.M. Designation: D 41 -41 
Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D41; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


1. These specifications cover asphaltic 
primer for use, when specified, with 
asphalt in dampproofing and water- 
proofing below or above ground level, for 
application to concrete and masonry 
surfaces. 

Properties 

2. {a) The primer shall be free from 
water and shall conform to the following 
requirements: 

Furol viscosity at 25 C. (77 F.) , . .25 to 150 sec. 
Distillation, per cent by volume: 

Up to 225 C. (437 F.) not less than 35 

Up to 350 C. (580 F.) not more than 65 

(5) The residue obtained from the dis- 
tillation up to 360 C. (680 F.) shall con- 
form to the following requirements: 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M* Committee D-8 on Bituminous Waterproofing and 
Roofing Materials. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1917 to 
1925, being revised in 1922 and 1925. They were adopted 
in 1925, published as standard from 1925 to 1936, being 
revised in 1926, but were withdrawn and republished as 
tentative from 1936 to 1941, being revised in 1939. 


Penetration at 25 C. (77 F.), 100 g., 

5 sec 20 to 50 

Matter soluble in carbon disulfide not less 

than 99 per cent 

Sampling 

3. {a) From each shipment or frac- 
tion thereof representing primer of the 
same kind, a number of packages shall 
be selected at random equivalent to the 
cube root of the total number of pack- 
ages in the lot. If the cube root as 
calculated proves to be a fractional 
number, it shall be expressed as the next 
higher whole number. For convenience, 
the following table is giveif, showing the 
number of samples to be selected for 
shipments of various sizes: 

Packages in Packages 

Shipment Selected 


Packages 

Selected 

2 

'3 

,. 4 ^ 


65 to 125................. 5 

126 to 216........... 6 

217 to 343 7 

344 to 512 S 

513 to 729 9 

730 to 1000 10 

1001 to 1331 11 

(i) By means of a paddle, the contents 
of each package selected shall be thor- 
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OHghly' stirred so as to bring all portions 
thereof into uniform distribution. With 
an appropriate sampler, not less than 1 
pt. of the primer shall be immediately 
drawn from the center of each package, 
and transferred to a clean receptacle of 
suitable size, which in turn shall be kept 
tightly covered, prior and immediately 
after the samples are being introduced. 
After ail the pint samples have been 
added, the contents of the container 
shall be thoroughly agitated, whereupon 
1 qt. of the mixture shall immediately be 
transferred to a clean quart can provided 
with a tightly fitting screw cap, which 
shall be immediately fastened in place. 
This sample shall be considered as 
representative of the shipment and shall 
be transmitted to the laboratory for 
examination, bearing a suitable tag or 
other means of identification. 

Methods of Testing 
4. The properties enumerated in these 


specifications shall be determined in 
accordance with the following methods 
of test of the American Society for 
Testing Materials: 

(а) Fufol' Vi$co£ty.^ ~ Standard 
Method of Test for Viscosity by Means 
of the Saybolt ViscosirD,eter (A.S.T.M, 
Designation: D 88).® 

(б) Distillation.— -StmdSiTd Method of 
Test for Distillation of Cut-Back As- 
phaltic Products (A.S.T.M. Designa- 
tion: D 402).® 

(c) Penetration . — Standard Method of 
Test for Penetration of Bituminous 
Materials (A.S.T.M. Designation: 
D 5).® 

(d) Bitumen Soluble in Carbon Di- 
sulJide.'—Stmdsird Method of Test for 
Determination of Bitumen (A.S.T.M. 
Designation: D 4).® 


« Appears in this pubHcation, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Standard Method of Test for 

STEAM DISTILLATION OF BITUMINOUS PROTECTIVE 

COATINGS^ 



A.S«T«M» Designation: D 255 - 28 
Adopted, 1928.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation B 255; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last 'revision. 


Scope 

1. This is a general method for the 
separation and recovery of the solvent 
and the base in bituminous mixtures. 
The bituminous mixture is distilled in a 
current of steam, the solvent condensed 
and separated from the water. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Steam Generator , — A steam gen- 
erator made of either metal or glass, 
with a capacity of from 2 to 4 liters, 
suitable for continued use in the pro- 
duction of steam. If of glass, it shall be 
fitted with tw^o outlets with suitable 
connections for rubber tubing. In the 
case of a metal generator, a large opening 
for filling and a water gage shall be 
additional parts of the apparatus. The 
generator shall be supplied with suitable 
pinch cocks or valves so that steam may 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-8 on Bituminous Waterproofing and Roofing 
.Materials. 

2 Prior to adoption as standard, this method was 
published as tentative from 1926 to 1928. Editorially re- 
vised and rearranged in 1939. 


be blown off to the atmosphere until the 
test is ready. 

(5) Bath , — A bath made of metai 
and having sufficient capacity to permit 
immersion of the distilling flask to a 
depth of not less than 10 cm. 

(c) Source of Heat . — ^A gas burner, 
electric hot plate, or equivalent source of 
heat for the bath. 

(d) Distilling Flask.'— A lOO-ml. dis- 
tilling flask with a short ring neck and 
round-bottom. It shall be fitted with a 
three-hole rubber stopper, a steam deliv- 
ery tube which will reach to within 
I in. (12.7 mm.) of the bottom of the 
flask and project from the top to a 
convenient distance for connection to 
the generator, a vapor outlet tube which 
extends from beneath the rubber stopper 
to a point sufiScientiy above the dis- 
tilling flask to permit convenient con- 
nection to the condenser, and a 
thermometer. The steam tubing should 
be not less than 2 nor more than 4 mm, 
in internal diameter and the vapor 
outlet tube should be not less than 5 
mm. in internal diameter. 
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' (e) Condenser,’— A condenser made- of 
No. 20' Stubbs 'gage seamless brass 
tubing ^,'m. (14.29 mm.) in outside 
diameter and 22 in. (55.88 cm.) in length. 
It shall be set at an angle of 75 deg. 
from the perpendicular and be- sur- 
rounded with a' cooling bath 15 in. 
(38.1 cm.) in length, approximately 4 
in. (10.16 cm.) in width by 6 in. (15.24 
cm.) in height. The lower end of the 
condenser tube shall be cut oS at an 
acute angle, and curved downward for a 
length of 3 in. (7.62 cm.) and slightly 
backward so as to insure contact with 
the wall of the graduate at a point 1 to 


fications for A'.S.T.M.. Thermometers 
(A.S.T.M. Designation: El).^ 

(k) Accessories —Accessoiies consist- 
ing of suitable ring stands for' supporting 
the steam generator, , distilling flask,, 
bath for distilling flask, and separatory 
funnel. 

Procedure 

3. The apparatus shall be assembled 
as shown in Fig. 1 . The steam generator . 
shall be filled with water and heat 
applied. The bath shall be filled with a 
high-flash-point oil and raised to ap- 
proximately 140 C. (284 F.). A 500-mL 



If in. (2.54 to 3.18 cm.) below the top 
of the graduate when it is in position to 
receive the distillate. 

(/) Separatory Funnel , — A separatory 
funnel as shown in Fig. 1, having a 
capacity of not less than 500 mi. 

(g) — An A.S.T.M. Low 

Distillation Thermometer, total immer- 
sion, graduated in either Centigrade or 
Fahrenheit degrees as specified, having a 
range of 0 to 300 C. or 30 to 580 F. and 
conforming to the requirements for ther- 
mometer 7 C ~ 39 or 7F - 39, respectively, 
as prescribed in the Standard Speci- 


sample shall be weighed into the round- 
bottom flask. The steam generator 
shall be connected to the steam delivery 
tube, the end of which shall be within 
I in. of the bottom of the distilling flask. 
The outlet from the distilling flask shall 
be connected to the condenser and the 
separatory funnel placed in position at 
the outlet of the condenser to receive 
the distillate., .The end of the 'bulb of 
the thermometer in the steam distilling 
flask shall be p.lacecl within | 'in.„(12.7 
mm.)- of the bottom of , the distilling 
flask. W hen the- temperature of .the 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Besignations at front of book. 
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sample in the distilling flask reaches 
130 C. the outlet of the steam generator 
shall be closed, thus forcing the steam 
to pass through the sample. The flow 
of steam shall be adjusted so that the 
distillate is collected at the rate of 
approximately 6 to 10 ml. per min. The 
distillation shall be stopped when 100 
ml. of the distillate contains not more 
than 0.5 ml. of solvent as determined 
by measuring the amount of oil in 100 
ml. of distillate. When the distillation 
is finished, the water shall be separated 
from the distillate and the distillate 


measured and retained for further tests 
if required by the specifications. In 
some cases, the distillate does not sepa- 
rate readily from the water; this separa- 
tion can be facilitated by the addition 
of sodium chloride which will result in a 
sufficient difference in gravity to pro- 
duce a clear separation of the two layers. 

Report 

4. The results shall be reported as a 
percentage by weight or by volume as 
required by the specifications, based 
on the weight of the sample taken. 


Standard Methods of 

TESTING FILMS DEPOSITED FROM BITUMINOUS 

EMULSIONS^ 



A.S.T.M. Designation: D 466 - 42 
Adopted, 1942 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 466; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Resistance to Flow Under Heat 
(Slide Test) 

Scope 

1. The slide test is applicable to bitu- 
minous emulsions or reinforced emul- 
sions intended to be applied at the rate 
of not less than 3 gal. per 100 sq. ft. and 
on substantially vertical surfaces. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Brass Mash . — A brass mask ap- 
proximately -re in. in thickness with a 
rectangular opening 4 by 4 in. 

{h) Tiles , — Unglazed ceramic tiles^ 
white, nonvitreouSy dust pressed body 
with an absorption range of 15 to 18 
per cent (determined in accordance with 
the Standard Methods of Sampling and 
Testing Structural Clay Tile (A.S.T.M. 
Designation: C 112) of the American 

T Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S,T.M. 
Committee D-8 on Bituminous Waterproofing and Roofing 
Materials. ' . 

2 Prior to adoption as standard, these methods were 
published as tentative from 1937 to 1942, being revised in 
1938 and 1942. 

2 Suitable unglazed tile can be obtained from the 
Robertson Art Tile Co., Morrisville, Pa., and from Glad- 
ding-McBean and Co., los Angeles, Calir. 


Society for Testing Materials'^) approxi- 
mately 6 by 6 in. by f to | in. in thickness, 
or of sufficient size to accommodate the 
opening of the mask. 

Procedure 

3. {a) Preparation of Tile . — The tile 
shall be immersed in distilled water for 
at least 10 min. and the excess water re- 
moved immediately before application 
of the emulsion. 

(6) Preparation of Film—Tht sample 
of emulsion shall be thoroughly stirred. 
The brass mask shall then be applied to 
the smooth face of the tile and the emul- 
sion spread over the area of the tile 
within the mask opening. The excess 
emulsion shall be doctored off with a 
flat scraper so that the film after drying 
shall be not less than 0.04 in. (1 mm.) 
in thickness. 

{c) Drying . — The coated tile shall 
then be dried to constant weight in an 
atmosphere of low relative humidity at 
room temperature and weighed every 24 
hr. A film shall be considered dry when 
the loss in two successive 24-hr. weigh- 
ings is not greater than 0.1 g. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Note. — Drying may be hastened by placing 

the specimen in a current of air from an electric 
fan.' 

(d) Testing,— Miti drying and re- 
moving the brass mask, the coated tile 
shall be suspended vertically in the cen- 
ter of an air oven maintained at 176 ± 5 
F. (80 3 G.). The internal dimensions 

of the oven shall be not less than 12 by 
12 by 12 in. An electrically heated oven 
is recommended. A thermometer shall 
be inserted in the oven to such depth 
that its bulb will be in line with the 
center of the specimen. The tile shall 
be maintained at the prescribed tem- 
perature for exactly 2 hr. Any sliding 
shall be determined by a reference line 
placed originally on the tile, coincident 
with the lower edge of the dried film. 

Resistance to Water Action 
Scope 

4. The purpose of this test is to de- 
termine the ability of the dried film to 


reta'in 'its adhesion and to resist ' re- 
emulsification after immersion in water. 

Procedure 

5. {a) Preparatiim of 
to be tested shah be prepared as de- 
scribed in Sections 2 and 3. 

(6) Testing— Aitei drying, a ring ap- 
proximately 2 in. in diameter and l iii. 
in height shall be pressed into the sur- 
face of the coated tile. The ring shall 
be filled with tap water and the test 
specimen maintained at room tempera- 
ture between 70 to 90 F. (21 to 32 C.). 
After 24 hr. the character of the bitu- 
minous film shall be noted by cutting 
and attempting to lift a portion of the 
submerged film with a knife or teasing 
needle. Adhesion or bond shall be de- 
termined by making intersecting cuts 
with the knife or needle and lifting the 
cut film at the point of intersection. 
Re-emulsification is indicated if the water 
becomes darkened by rubbing the sub- 
merged surface of the uncut film lightly 
with a rubber policeman. 


APPRO¥ED AS 
AMERICAW STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: Z1L6.1947 
AMERICAN PETROLEUM INSTITUTE 
STANDARD. A.PJ. NO.: SIl-46 
AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD ' 
A.A.S.H.O. NO.: T 48-46 


Standard Method of Test for 
FLASH AND FIRE POINTS BY MEANS OF OPEN CUP' 



A.S.T.M. Designation: B 92 “ 46 
Adopted, 1924; Revised, 1933, 1945, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 92; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test is intended for 
determining the flash and fire points of 
all petroleum products except fuel oils 
and those having an open cup flash belovr 
175 F. (79 C.). 

Apparatus 

2. The apparatus shall consist of the 
following: 

(а) Cleveland Flash Cup,— A Cleve- 
land open cup, shown in Fig. 1, made of 
brass and conforming to the dimen- 
sional requirements prescribed in Table 
I. The beveled edge of the cup shall 
be at an angle of approximately 45 deg. 
There may be a fillet of approximately 

in. (0.397 cm.) in radius inside the 
bottom of the cup, 

(б) Heating Plate.— A metal plate, 
Fig. 2, i in. (0.635 cm.) in thickness, and 
6 in. (15.24 cm.) in width for supporting 
the flash cup. The plate shall be of brass, 
cast iron, wrought iron, or steel. In the 
center of the plate there shall be a plane 
depression ^ in. (0.079 cm.) in depth, 

lUndei tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D~2 on Petroleum Products and Lubricants. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1921 to 1924, being revised in 1923 
and 1924. 


and of just sufficient diameter to fit the 
cup. There shall be a circular opening 
2^^ in. (5.50 cm.) in diameter, cut 
through the plate, centering with the 
center of the above-mentioned depres- 
sion. The plate shall be covered with a 


TABLE I.~DIMENSIONAL REQUIREMENTS FOR 
CLEVELAND OPEN FLASH CUP. 



Inches 


! Centimeters 


Min. 

Normal 

Max. 

a 

S 

Normal 

M 

«> 

S 

Inside diameter imme- 
diately below filling 
mark 


IM 


6.27 

6.35 

6.43 

Outside diameter below 
flange 



2% 

6.75 

6.83 

6.91 

Inside height from center 
of bottom to rim 

i?A^ 


m 

% 

3.25 

3.33 

3.41 

Thickness of bottom. .... 

Ui 

H 

0.28 

0.32 

0.36 

Distance from rim to 
filling mark. . . — 


H 


0.91 

0.95 

0,99 

Distance lower surface 
flange to bottom of 
cup 

m 

m 

1% 

3.10 

3.18 

3.26 

Vertical distance upper 
surface flange to rim ... 

% 

K. 

% 

0.28 

0.32 

0.36 

Thickness of rim 

Mi 

16 1 

% 

0.20 

0.24: 

0.28 

Width of lower surface of 
flange 




1.43' 

1.51 

1.59 


sheet of hard asbestos board \ in. in 
thickness, and of the same shape as the 
metal plate. There shall be cut in the 
center of the asbestos board a circular 
hole just fitting the cup. Heat may be 
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supplied from any' ■ convenient’ source. 
The use of a gas'burneij electric heater, 
or alcohol lamp is permitted, but under 
no circumstances are products of com- 
bustion or free flame allowed to come up 
around the cup. The source of heat 
shall be centered under the opening in 
the plate and shall be of a type that will 
not produce local superheating. If a 
flame heater is used, it may be protected 



Fig. 1.— Cleveland Open Cup. 


from drafts or excessive radiation by any 
suitable t3^e of shield, that does not 
project above the level of the upper 
surface of the asbestos board. 

(c) Thermometer —An A.S.T.M. Open 
Flash Therinometer, graduated in either 
Centigrade or Fahrenheit degrees as 
specified, having a range of —6 to +400 
C. or +20 to +760 F, and conforming 
to the requirements for thermometer 


IIC - 42 ,or IIF - 42, respectively, as 
prescribed in the Standard Specifica- 
tions for A.S.T.M. Thermometers (A.S. 
T.M. Designation: E 1).® 

Procedure 

3. (a) The thermometer shall be sus- 
pended or held in a vertical position by 
any suitable device. The bottom of the 
bulb shaE be | in. (0.635 cm.)^ from the 
bottom of the cup, and above a point 



half way between the center and back 
of the cup. 

(b) The cup shall be filled with the oil 
to be tested in such a manner that the 
top of the meniscus is exactly at the 
fillin g line at room temperature. When 
asphalt or other solid bituminous mate- 
rial is to be tested, it shall first be heated 
to a temperature not less than 300 F. 
(148.9 C.) nor more than 350 F., 
(176.7 C.) to render it sufficiently fluid. 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

* The immersion line engraved on the thermometer 
stem will be 14 in. (0.159 cm.) below the level of the rim 
of the cup 
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Tlie cup shall then be filled with the hot 
fluid ;at this temperature in the same 
manner as with oil The subsequent 
procedure shall then be the same for 
both asphalt and solid bituminous mate- 
rial as with oil. The surface of the oil 
shall be free from bubbles. There shall 
be no oil above the filling line or on the 
outside of the apparatus. 

(c) The test flame shall be approxi- 
mately A in. (0.397 cm.) in diameter. 

Note.— For purposes of comparison it is 
recommended that a bead of suitable light- 
colored material be mounted in a convenient 
position so that the size of the test flame can be 
determined. The device for applying the flame 
may be of any suitable type but it is suggested 
that the tip be approximately in. (0.159 cm.) 
in diameter at the end and that the orifice be 
in. 1 0.079 cm.) in diameter. If the device for 
operating the test flame be mounted in such a 
manner as to permit automatic duplication of 
the sweep of the test flame the radius of swing 
shall be not less than 6 in. 

(d) The test flame shall be applied as 
the temperature read on the thermom- 
eter reaches each successive 5 F. (2.8 C.) 
mark. The flame shall pass in a straight 
line (or on the circumference of a circle 
having a radius of at least 6 in.) across 
the center of the cup and at right angles 
to the diameter passing through the 
thermometer. The test flame shall, 
while passing across the surface of the 
oil, be in the plane of the upper edge of 
the cup. The time for the passage of 
the test flame across the cup shall be 
approximately 1 sec. ■ 

(e) The oil shall be heated at a rate 
not exceeding 30 F. (16.7 C.) per min. 
temperature rise, until a point is reached 
approximately 100 F. (55.6 C.) below 
the probable flash point of the oil. 
Thereafter the rate of ^ h shall be 
decreased and for at least the last 50 F. 
(27.8 C.) before the flash point is 
reached, the rate shall be not less than 


9 F. (5 C.) nor more than 11 F. (6.1 C.) 
per min. : 

Flash Point 

4. The flash point shall be taken as the 
temperature read on the thermometer 
when a flash appears at any point on the 
surface of the oil. The true flash must 
not be confused with a bluish halo that 
sometimes surrounds the test flame. 

Fire Point 

5. After determining the flash point, 
the heating shall be continued at the 
specified rate of 9 to 11 F. (5 to 6.1 C.) 
per min., and application of the test 
flame shall be made at the specified inter- 
vals until the oil ignites and continues to 
burn for a period of at least 5 sec. The 
method of application of the flame shall 
be the same as for flash point. The 
temperature read at the time of the flame 
application which causes burning for a 
period of 5 sec. or more shall be recorded 
as the fire point. 

Precautions 

6. Laboratory conditions shall be such 
that flash and fire point tests are made in 
a room or compartment free from air cur- 
rents. Care shall be observed to avoid 
disturbing the vapors evolved in the cup 
while heating, either by careless breath- 
ing or unnecessary movements near the 
fl.ash cup. It is desirable that the room 
or compartment be darkened sufiiciently 
so that the flash can be readily detected. 

Precision 

7. Results shall not differ from each 
other by more than the following: 

Repeatability, Reproducibility, 
Flash or Fire Point, One Operator Different Operators 


deg. Fahr. and Apparatus and Apparatus 

175 to 550 5 F. 10 F. 

Over 550, ; 10 F. 15 F.' 


Facilities referred to are of great impor- 
tance and are enumerated in Section 6, 


STANDARD VOLUME CORRECTION TABLE 
FOR TAR AND COAL-TAR PITCff 



A.S.T.M. Designation: D 633 44 

Adopted, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 633; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


This table has been prepared by the 
National Bureau of Standards to meet 
a demand from the tar industry for a 
short and convenient table for reducing 
volumes of road tar and coal-tar pitch 
to the basis of 60 F., when extreme ac- 
curacy is not required. The table 
shows the volume occupied at 60 F. 
by a quantity of material occupying 
unit volume at the indicated tempera- 
ture. 

The groups and coefficients of expan- 
sion for the several subdivisions of the 
present table are as follows: 


1 Under the standardization procedure of the Society, 
this standard is under the joint jurisdiction of the 
A.S.T.M, Committee D-4 on Road and Paving Materials 
and Committee D-8 on Bituminous Waterproofing and 
Roofing Materials. 

2 Prior to adoption as standard, this table was published 
as tentative from 1941 to 1944. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Coefficient of 
Group Expansion, per 
Number Deg. Fahr. at 
60 F. 


Material 


000 


0.00026 


'Coal-Tar Pitch for Roofing, 
Dampproofing, and Water- 
proofing“ 

Coal-Tar Pitch for Stone Block 
, Filler^ 


00 0.00030, 


fTar,^ Grades RT-S, RT-6, RT-7, 
j RT-8, RT-9, RT-10, RT-11, 
1 RT-12, RT.C.B.-S, and RT.C. 
1 B.-6 


0 0.00035 


fTar,'" Grades RT-l,RT-2,RT-3. 
[ andRT-4 


^ ® Standard Specifications for Coal-Tar Pitch for Roof- 
ing, Dampproofing, and Waterproofing (A.S.T.M. Designa- 
tion: D 450) of the American Society for Testing 

Materials.3 

“ Standard Specifications for Coal-Tar Pitch for Stone 
Block Filler (A.S.T.M. Designation: D 112) of the 
American Society for Testing Materials.® 

Tentative Specifications for Tar (A,S.T.M. Designa- 
tion: D 490) of the American Society for Testing 

Materials.® 


Note: Example , — The values given in the 
table are in the form of multipliers; that is, the 
volume at the indicated temperature for each 
group, multiplied by the corresponding factor 
in the table, equals the volume at 60 F. For 
example, if the volume at 238 F. of coal-tar 
roofing pitch (Group 000) equals 7900 gal, , then 
the volume at 60 F. equals 7900 X 0,9558 or 
7551 gal. 
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VOLUME CORRECTION TABLE FOR TAR AND COAL-TAR PITCH. 

Group 000 


LegeEd: t *=* observed temperature in degrees Fahrenheit; M »= multiplier for reducing volumes to the basis of 60 F. 


t 


M 

t 

,M 

t 

M 

t 

M 

t 

M 

t 

M 

t 

M 

t 


M 

0. . 

. 1 

0158 

35.. 

1.0065 

70.. 

0.9974 

105. 

0.9884 

140. 

0.9796 

175. 

0.9710 

210. 

0.9625 

245. 

b 

9541 

1. . 

. 1 

0156 

36.. 

1.0063 

71.. 

0.9971 

106. 

0.9882 

141. 

0.9794 

176.. 

0.9707 

211. 

0.9622 

246. 

0 

9539 

2. . 

. 1 

0153 

37.. 

1.0060 

72. 

0.9969 

107. 

0.9879 

142. 

0.9791 

177.. 

0.9705 

212. 

0.9620 

247. 

0 

9536 

3. . 

. 1 

0150 

38.. 

1.0058 

73. 

0.9966 

108. 

0.9877 

143. 

0.9789 

178.. 

0.9702 

213. 

0.9617 

248. 

0 

9534 

4. . 

. 1 

0148 

39.. 

. l.OOSS 

74. 

0.9964 

109, 

0.9874 

144. 

0.9786 

179.. 

0.9700 

214. 

0.9615 

249. 

0 

9532 

5. . 

. 1 

0145 

40.. 

. 1.0052 

75. 

0.9961 

110. 

0.9872 

145. 

0.9784 

180. 

0.9697 

215. 

0.9613 




6.. 

. 1 

.0142 

41.. 

. 1.0050 

76. 

0.9959 

111. 

0.9869 

146. 

0.9781 

181. 

0.9695 

216. 

0.9610 




7. . 

. 1 

0140 

42.. 

. 1.0047 

77. 

0.9956 

112. 

0.9867 

147. 

0.9779 

182. 

0.9693 

217. 

0.9608 




8. . 

. 1 

0137 

43.. 

, 1.0044- 

78. 

0.9953 

113. 

0.9864 

148. 

0.9776 

183.. 

0,9690 

218. 

0.9605 




9. , 

. 1 

0134 

44.. 

. 1.0042 

79. 

0.9951 

114. 

0.9862 

149. 

0.9774 

184.. 

0.9688 

219. 

0.9603 




10. . 

. 1 

.0132 

45.. 

. 1.0039 

80. 

0.9948 

115. 

0.9859 

150. 

0.9771 

185. 

0.9685 

220. 

0.9601 




11. . 

. 1 

.0129 

46.. 

. 1.0036 

81. 

0.9946 

116. 

0.9856 

151. 

0.9769 

186.. 

0,9683 

221. 

0.9598 




12. . 

. 1 

.0126 

47.. 

. 1.0034 

82. 

0.9943 

117. 

0.9854 

152. 

0.9766 

187.. 

0.9680 

222. 

0.9596 




13. . 

, 1 

.0124 

48.. 

. 1.0031 

83. 

0.9941 

118. 

0,9851 

153. 

0.9764 

188. 

0.9678 

223. 

0.9593 




14. . 

. 1 

.0121 

49.. 

. 1.0029 

84. 

0.9938 

119. 

0.9849 

154. 

0.9761 

189. 

0.9675 

224. 

0.9591 




IS. . 

. 1 

.0118 

SO.. 

, 1.0026 

85. 

0.9935 

120. 

0.9846 

155. 

0.9759 

190. 

0.9673 

225. 

0.9589 




16. . 

. 1 

.0116 

51.. 

. 1.0024 

86. 

0.9933 

121. 

0.9844 

156. 

0.9756 

191, 

0.9671 

226. 

0.9586 




17. . 

. 1 

.0113 

52.. 

. 1.0021 

87.. 

0.9930 

122.. 

0.9841 

157.. 

0.9754 

192.. 

0.9668 

227., 

0.9584 




18. . 

. 1 

.0110 

S3.. 

. 1.0018 

88.. 

0.9928 

123. . 

0.9839 

158.. 

0.9752 i 

193.. 

0,9666 

228.. 

0.9581 




19. . 

. 1 

.0108 

54.. 

. 1.0016 

89.. 

0.9925 

124.. 

0.9836 

159.. 

0.9749 

194.. 

0.9663 

229.. 

0.9579 




20.. 

. 1 

.0105 

55.. 

. 1.0013 

90.. 

, 0.9923 

125., 

0.9834 

160., 

0.9747 

195.. 

0.9661 

230., 

0.9577 




21. . 

. 1 

.0102 

56.. 

. 1.0010 

91.. 

0.9920 

126.. 

0.9831 

161.. 

0.9744 

196.. 

0.9658 

231.. 

0.9574 




22. . 

. 1 

.0100 

57.. 

. 1.0008 

92.. 

0.9917 

127., 

0.9829 

162.. 

0.9742 

197.. 

0.9656 

232., 

0.9572 




23. . 

. 1 

.0097 

58.. 

. 1.0005 

93.. 

0.9915 

128., 

0.9826 

163.. 

0.9739 

198.. 

0.9654 

233.. 

0,9570 




24. . 

. 1 

.0094 

59.. 

. 1.0003 

94.. 

0.9912 

129., 

0.9824 

164., 

0.9737 

199.. 

0.9651 

234.. 

0.9567 




2S. . 

. t 

.0092 

60.. 

. 1.0000 

95.. 

, 0.9910 

130., 

0.9821 

165.. 

0.9734 

200.. 

0.9649 

235.. 

0.9S6S 




26.. 

. 1 

.0089 

61., 

. 0.9997 

96.. 

0.9907 

131., 

0.9819 

166.. 

0.9732 

201.. 

0.9646 

236., 

0.9562 




27. . 

. 1 

.0087 

62.. 

. 0.9995 

97.. 

0.9905 

132., 

0,9816 

167.. 

0.9729 

202.. 

0.9644 

237., 

0.9560 




28. , 

. 1 

.0084 1 

63.. 

. 0.9992 

98.. 

0,9902 

133.. 

0.9814 

168.. 

0.9727 

203.. 

0.9642 

238.. 

0.9558 




29. . 

. 1 

.0081 

64.. 

. 0.9990 

99.. 

0.9900 

134.. 

0.9811 

169.. 

0.9724 

204.. 

0.9639 

239., 

0.9SSS 




30. . 

. 1 

.0079 

65.. 

. 0.9987 

100.. 

0.9897 

135.. 

0.9809 

170.. 

0.9722 

205.. 

0.9637 

1 240.. 

0.9553 




31. . 

. 4 

.0076 i 

66 . . 

. 0.9984 

101.. 

0.9895 

136.. 

0.9806 

171.. 

0.9719 

206.. 

0.9634 

I 241.. 

0.9551 




32. . 

. 1 

.0073 1 

67.. 

. 0.9982 

102.. 

0.9892 

137.. 

0.9804 

172.. 

0.9717 

207.. 

0.9632 

! 242.. 

0.9548 




33. . 

. 1 

.0071 i 

68.. 

. 0.9979 

103.. 

0.9889 

138.. 

0.9801 

173.. 

0.9715 

208.. 

0.9629 

243.. 

0.9546 




34. 

. 1 

.0068 ! 

69.. 

. 0.9977 

104. . 

. 0.9887 

i 139.. 

0.9799 

174.. 

0.9712 

209.. 

0.9627 

244.. 

0.9543 
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Legend: t = 


t M 


0. 1.0183 

1. ... 1.0180 

2.. .. 1.0177 

3. . .. l.om 

4.. .. 1.0171 

5.. .. 1.0168 

6.. .. 1.0165 

7. . .. 1.0162 

8.. .. 1.0158 

9.. .. I.OISS 

10.. .. 1.0152 
li;... 1.0149 

12.. .. 1.0146 

13.. .. 1.0143 

14.. .. 1.0140 

15.. .. 1.0137 

16.. .. 1.0134 

17.. .. 1.0131 

18.. .. 1.0128 

19. . .. 1.0125 

20.. .. 1.0121 

21. ... 1.0118 

22. . .. 1.0115 
23. ... 1.0112 

24. . .. 1.0109 

25.. .. 1.0106 

26.. .. 1.0103 

27. ... 1.0100 

28. ... 1.0097 

29.. .. 1.0094 

30.. .. 1.0091 

31.. .. 1.0088 

32.. .. 1.0085 
33. ... 1.0082 

34.. .. 1.0079 


VOLUME CORRECTION TABLE FOR TAK AND COAL-TAR PITCH. 

Group 00 

observed temperature in degrees Fahrenheit; M == multiplier for reducing volumes to the basis of 60 F. 


t M 


35.. . 1.0076 

36.. . 1.0073 

37.. . 1.0069 

38.. . 1.0066 

39.. . 1.0063 

40.. . 1.0060 

41.. . 1.0057 

42.. . 1.0054 

43.. . 1.0051 

44.. . 1.0048 

45.. . 1,0045 

46.. . 1.0042 

47.. . 1.0039 

48.. . 1.0036 

49.. . 1.0033 

50.. . 1.0030 

51.. . 1.0027 

52.. . 1.0024 

53.. . 1.0021 

54.. . 1.0018 

55.. . 1.0015 

56.. . 1.0012 

57.. . 1.0009 

58.. . 1.0006 

59.. . 1,0003 

60.. . 1.0000 

61.. . 0.9997 

62.. . 0.9994 

63.. . 0.9991 

64.. . 0.9988 

65.. . 0.9985 

66.. . 0.9982 

67.. . 0.9979 

68.. . 0.9976 

69. . . 0.9973 


t M 


70.. 0.9970 

71.. 0.9967 

72.. 0.9964 

73.. 0.9961 

74. . 0.9958 

75.. 0.9955 

76.. 0.9952 

77.. 0.9949 

78.. 0.9946 

79. . 0.9943 

80.. 0.9940 

81.. 0.9937 

82.. 0.9934 

83. . 0.9931 

84.. 0.9929 

85.. 0.9926 

86.. 0.9923 

87.. 0.9920 

88.. 0.9917 

89.. 0.9914 

90.. 0.9911 

91.. 0.9908 

92.. 0.9905 

93.. 0.9902 

94.. 0.9899 

95.. 0.9896 

96.. 0.9893 

97.. 0.9890 

98.. 0.9887 

99.. 0.9884 

100.. 0.9881 

101.. 0-9878 

102.. 0.9876 

103.. 0.9873 

104.. 0.9870 


t M 


105.. 0.9867 

106.. 0.9864 

107.. 0.9861 

108.. 0.9858 

109.. 0.9855 

no.. 0.9852 

111.. 0.9849 

112.. 0.9846 

113.. 0.9843 

114.. 0.9841 

115.. 0.9838 

116.. 0.9835 

117.. 0.9832 

118.. 0.9829 

119.. 0.9826 

120.. 0.9823 

121.. 0.9820 

122.. 0.9817 

123.. 0.9815 

124.. 0.9812 

125.. 0.9809 

126.. 0.9806 

127.. 0.9803 

128.. 0.9800 

129.. 0.9797 

130.. 0.9794 

131.. 0.9791 

132.. 0.9789 

133.. 0.9786 

134.. 0.9783 

135.. 0.9780 

136.. 0.9777 

137.. 0.9774 

138.. 0.9771 

139.. 0.9768 


t M 


140.. 0-9766 

141.. 0.9763 

142.. 0.9760 

143.. 0,9757 

144.. 0.9754 

145.. 0.9751 

146.. 0.9748 

147.. 0.9746 

148.. 0.9743 

149.. 0.9740 

150.. 0.9737 

151.. 0.9734 

152.. 0.9731 

153.. 0.9729 

154.. 0.9726 

155.. 0.9723 

156.. 0.9720 

157.. 0.9717 

158.. 0.9714 

159.. 0.9712 

160.. 0.9709 

161.. 0.9706 

162.. 0.9703 

163.. 0.9700 

164.. 0.9697 

165.. 0.9695 

166. . 0.9692 

167.. 0.9689 

168.. 0.9686 

169.. 0.9683 

170. . 0.9681 

171.. 0.9678 

172.. 0.9675 

173.. 0.9672 

174.. 0.9669 


t M 


175.. 0.9667 

176.. 0.9664 

177.. 0.9661 

178.. 0.9658 

179.. 0.9655 

180. . 0.9653 

181.. 0.9650 

182. . 0.9647 

183.. 0.9644 

184.. 0.9641 

185.. 0.9639 

186.. 0.9636 

187.. 0.9633 

188. . 0.9630 

189. . 0.9627 

190. . 0.9625 

191.. 0.9622 

192.. 0.9619 

193. . 0.9616 

194.. 0.9614 

195. . 0.9611 

196.. 0.9608 

197.. 0.9605 

198.. 0.9602 

199.. 0.9600 

200.. 0.9597 

201.. 0.9594 

202.. 0.9591 

203.. 0.9589 

204.. 0.9586 

205.. 0.9583 

206.. 0.9580 

207.. 0.9578 

208.. 0.9575 

209.. 0.9572 


t M 


210.. 0.9569 

211.. 0.9567 

212.. 0.9564 

213.. 0.9561 

214.. 0.9558 

215.. 0.9556 

216. . 0.9553 

217.. 0.9550 

218.. 0.9547 

219.. 0.9545 

220.. 0.9542 

221.. 0.9539 

222.. 0.9537 

223.. 0.9534 

224.. 0.9531 

225.. 0.9528 

226.. 0.9526 

227.. 0.9523 

228.. 0.9520 

229.. 0.9517 

230.. 0.9515 

231.. 0.9512 

232.. 0.9509 

233.. 0.9507 

234.. 0.9504 

235.. 0.9501 

236.. 0.9498 

237.. 0,9496 

238.. 0.9493 

239.. 0,9490 

240.. 0.9488 

241.. 0.9485 

242.. 0.9482 

243.. 0.9480 

244.. 0.9477 


t, , M 


245.. 0.9474 

246.. 0.9471 

247.. 0.9469 

248.. 0.9466 

249.. 0.9463 
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VOLUME CORRECTION TABLE FOR TAR AND COAL-TAR PITCH. 

Group 0 


Legend: t » observed temperature in degrees Fahrenheit; M - multiplier for reducing volumes to the basis of 60 F. 


t 


M 

t 

M 

t 

M 

t 

M 

t 

M 

t 

M 

t 

M 

t 


M 

0. . 

. 1. 

,0211 

35 . . 

. 1.0088 

70.. 

0.9965 

105.. 

0.9844 

140.. 

0.9724 

175.. 

0.9606 

210., 

0,9490 

245. 

0 

9376 

1, . 

1. 

.0208 

36.. 

. 1.0084 

71.. 

0.9962 

106,. 

0.9841 

141.. 

0.9721 

176.. 

0.9603 

211.. 

0.9487 

246. 

0 

9373 

2. . 

. 1. 

.0204 

37.. 

. 1.0081 

72.. 

0.9958 

107., 

0.9837 

142.. 

0.9718 

177.. 

0.9600 

212.. 

0-9484 

247. 

0 

9370 

3. . 

. 1. 

.0201 

38.. 

. 1.0077 

73.. 

0.9955 

108.. 

0.9834 

143.. 

0.9714 

178.. 

0.9596 

213,. 

0.9481 

248. 

0 

9367 

4.. 

. 1. 

.0197 

39.. 

. 1.0074 

74.. 

0.9952 

109.. 

0.9831 

144.. 

0.9711 

179.. 

0.9593 

214.. 

0,9477 

249. 

0 

9364 

5.. 

. 1 

.0194 

40.. 

. 1.0070 

75.. 

0.9948 

110.. 

0.9827 

145.. 

0.9707 

180.. 

0.9590 

215.. 

0.9474 




6. . 

. 1 

.0190 

41.. 

. 1.0067 

76.. 

0.9944 

111.. 

0.9823 

146.. 

0.9704 

181.. 

0.9S86 

216.. 

0.9471 




7, . 

. 1 

.0186 

42.. 

. 1.0063 

77.. 

0,9941 

112.. 

0.9820 

147.. 

0.9701 

182.. 

0.9583 

217.. 

0.9468 




8. . 

. 1 

.0183 

43.. 

. 1.0059 

78.. 

0.9938 

113.. 

0.9816 

148.. 

0.9697 

183.. 

0.9580 

218.. 

0.9464 




9. . 

. 1 

,0179 

44.. 

. 1.0056 

79 .. 

0.9934 

114.. 

0.9813 

149.. 

0,9694 

184 . . 

0.9576 

219.. 

0.9461 




10. . 

. 1 

.0176 

45.. 

. 1.0052 

80. , 

, 0.9931 

US., 

0.9809 

150.. 

0.9691 

185.. 

0.9S73 

220.. 

0.9458 




11. . 

. 1 

.0172 

46.. 

. 1.0049 

81.. 

, 0.9927 

116.. 

, 0.9806 

151.. 

0.9687 

186.. 

0.9569 

221.. 

, 0.9454 




12. . 

. 1 

.0168 

47.. 

. 1.0045 

82., 

, 0.9924 

117.. 

, 0,9802 

152.. 

0.9684 

187.. 

, 0.9566 

222.. 

0.9451 




13. . 

. 1 

.0165 

48.. 

. 1.0042 

83., 

, 0.9920 

118., 

, 0.9799 

153.. 

0.9680 

188., 

, 0.9563 

223., 

, 0.9448 




14. . 

. 1 

.0161 

49., 

. 1.0039 

84., 

, 0.9917 

119., 

, 0.9795 

154.. 

0.9677 

189., 

, 0.9559 

224., 

, 0.9445 




IS. . 

. 1 

.0158 

SO.. 

. 1.0035 

85., 

, 0.9914 

120., 

, 0.9792 

155.. 

, 0.9674 

190., 

. 0.9556 

225., 

. 0.9441 




16. . 

. 1 

.0154 

51.. 

. 1.0032 

86., 

.0.9910 

121., 

. 0.9789 

156., 

, 0.9670 

191., 

. 0.9553 

226. 

. 0.9438 




17. . 

. 1 

.0151 

52.. 

. 1.0028 

87., 

. 0.9907 

122. 

. 0.9785 

157., 

. 0.9667 

192., 

. 0.9549 

227., 

. 0.9435 




18.. 

. 1 

.0147 

S3.. 

. 1.0025 

88., 

. 0.9903 

123. 

. 0.9782 

158., 

, 0.9664 

193. 

. 0.9546 

228. 

. 0.9432 




19. . 

. 1 

.0144 

54.. 

. 1.0021 

89., 

. 0.9900 

124. 

. 0.9779 

159., 

,0.9660 

194. 

. 0.9543 

229. 

. 0.9428 




20. . 

. 1 

.0141 

55.. 

. 1.0017 

90., 

. 0.9896 

125. 

, 0.9775 

160., 

, 0,9657 

195., 

. 0.9539 

230. 

. 0.9425 




21. . 

. 1 

.0137 

56.. 

. 1,0014 

91. 

. 0.9892 

126. 

. 0.9772 

161. 

. 0.9654 

196. 

. 0.9536 

2.31. 

. 0.9422 




22. . 

. 1 

.0134 

57.. 

. 1.0010 

92. 

. 0.9889 

127. 

, 0.9768 

162. 

. 0.9650 

197. 

. 0.9533 

232. 

. 0.9419 




23. . 

. 1 

.0130 

58.. 

. 1.0007 

93, 

. 0.9886 

128. 

. 0.9765 

163. 

. 0.9647 

198. 

. 0,9530 

233. 

. 0.9415 




24. . 

. 1 

,0126 

59.. 

. 1,0003 

94. 

. 0.9882 

129, 

. 0.9762 

164. 

. 0.9643 

199. 

. 0.9527 

234. 

. 0.941*2 




25, . 

. 1 

.0123 

60.. 

. 1.0000 

95. 

. 0.9879 

130. 

, 0.9758 

165. 

. 0.9640 

200. 

. 0.9523 

235. 

. 0.9409 




26. . 

. 1 

.0119 

61.. 

. 0.9997 

96. 

. 0.9876 

131. 

. 0.9755 

166. 

. 0.9637 

201. 

. 0.9520 

236. 

. 0.9406 




27. . 

. 1 

.0116 

62.. 

. 0.9993 

97. 

. 0.9872 

132. 

. 0.9751 

167. 

. 0.9633 

202. 

. 0.9517 

237. 

. 0.9402 




28. . 

. 1 

.0112 

63.. 

. 0.9990 

98. 

. 0.9869 

133. 

. 0.9748 

168. 

. 0.9630 

203. 

. 0.9513 

238. 

. 0.9399 




29. . 

. 1 

.0109 

64.. 

. 0.9986 

99. 

. 0.9865 

134, 

. 0,9745 

169. 

. 0.9627 

204. 

. 0.9510 

239. 

. 0.9396 




30. . 

. 1 

.0106 

65.. 

. 0.9982 

100. 

. 0.9862 

135, 

. 0.9741 

170. 

. 0.9623 

205. 

. 0.9507 

240. 

. 0.9392 




31. . 

. 1 

.0102 

66.. 

.0.9979 

101. 

. 0.9858 

136. 

. 0,9738 

171. 

. 0.9620 

206. 

. 0.9504 

241. 

. 0.9389 




32.. 

. 1 

.0098 

67.. 

. 0.9976 

102. 

. 0.9855 

137. 

. 0.9735 

172. 

. 0.9616 

207. 

.0.9500 

242. 

. 0.9386 




33. . 

. 1 

.0095 

68., 

. 0.9972 

103. 

. 0.9852 

138. 

. 0.9731 

173. 

. 0.9613 

208. 

. 0.9497 

243. 

. 0.9383 




34. . 

. 1 

.0092 

69.. 

. 0.9969 

104. 

. 0.9848 

139. 

. 0.9728 

174. 

. 0.9610 

209. 

. 0.9494 

244. 

. 0.9380 

. . . . 






Standard Specijications for 
ASPHALT MASTIC FOR USE IN WATERPROOFING^ 

ASPHALT CEMENT, MINERAL FILLER, MINERAL AGGREGATE 



A.S.T.M. Designation: D 491 - 41 
Adopted, 1941.* 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 491; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) These specifications cover ma- 
terials for asphalt mastic suitable for 
use in waterproofing, consisting of as- 
phalt cement, mineral filler, and mineral 
aggregate. 

(6) The asphalt mastic covered by 
these specifications is suitable for water- 
proofing the floors of buildings and» 
bridges, for reservoirs, waterways, sub- 
ways, and similar structures. It is not 
intended for use as a pavement for 
either foot or vehicular traffic. 

Character of Mastic 

2. ip) The asphalt mastic shall con- 
sist of a mixture of asphalt cement, 
mineral filler, and mineral aggregate 
which, at a temperature of approx^ 
imately 400 F. (205 C.), shall be suffi- 

i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee B-S on Bituminous Waterproofing 
and Roofing Materials. 

* Prior to adoption as standard, these specifications 
were ijublished as tentative from 1938 to 1941, being re- 
vised ini939. 

These specifications comprise a consolidation of and 
replace the former Standard Specifications for Asphalt 
Mastic for Use in Waterproofing (D 169 - 25), Acid- 
Resisting Asphalt Mastic (D 223 -30), and Tentative 
Specifications for Asphalt Mastic for Use in Waterproofing 
(Asphalt Cement, Mineral Filler, Mineral Aggregate) 
(D 491 - 38 T), which standards were accordingly discon- 
tinued In 1939, 


ciently plastic to be poured into place 
and compressed with a wooden trowel 
or by other suitable means into a com- 
pact, watertight sheet of the thickness 
desired. 

(6) The raw materials for the asphalt 
mastic are expected to be mixed on the 
site of the work, in either suitable 
mechanically operated heaters and mix- 
ers, or by manual stirring in open pans 
or kettles; or the asphalt cement and 
mineral matter may be mixed elsewhere 
and brought to the site of the work in 
the form of cakes (weighing approx- 
imately 75 lb. each) and there combined 
by the method described for raw mate- 
rials with mineral aggregate and asphalt 
cement as may be necessary to comply 
with the requirements of Section 4. 
The mixture so prepared shall be ap- 
plied to the work, or preformed for 
application to the work, while it is 
sufficiently hot to be manipulated with 
hand tools or by other equivalent means. 

Properties of Asphalt Cement 

3. The asphalt cement used in ^the 
asphalt mastic shall conform to the 
following requirements: . 
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Spectfications for Asphalt Mastic (D 491 - 41) 


Minimum Maximum 

Softening point (ring-and- 

ball method) 130 F. (54 C.) 150 F. (65 C.) 

Penetration at 77 F. (25 C.) , 

100g.,5sec. 20 40 

Ductility at 77 F. (25 C.) 

(5 cm. per mm.), cm. . . IS 
Loss on heating at 325 F.. 

(163C.,50g.,Shr.,per 

cent — .. 2 

Penetration of residue at 
77 F. (25 C.), per cent 

of original 60 

Solubility in carbon disul- 
■■ fide: ' 

Filled or native asphalt 

cement, per cent 60 .. 

Unfilled asphalt cement, 

per cent 99 

Bitumen soluble in carbon 

tetrachloride, percent 99 

Ash: 

Filled or native asphalt 

cement, per cent 7.5 35 

Unfilled asphalt cement, 
percent .. 1 


Properties of Asphalt Mastic 

4. (a) The asphalt mastic shall con- 
form to the following requirements by 
weight (or as prescribed by the pur- 
chaser within these limitations) as deter- 
mined by laboratory analysis: 


Bituminous matter soluble in pure ben- 
zol, per cent 

Mineral filler insoluble in benzol, passing 
a No. 200 (74-micron) sieve, per cent 
Mineral aggregate: 

Passing a No. 40 (420-micron) and re- 
tained on a No. 200 (74-micron) sieve, 

per cent. 

Passing a No. 10 (2000-micron) and re- 
tained on a No. 40 (420-micron) sieve, 


Passing a No. 4 (4766-micron) and re- 
tained on a No. 10 (2000-micron) 

sieve, per cent 

Passing a i-in. and retained on a No. 4 
(4760-micron) sieve, per cent 


Mini- Maxi- 
mum mum 


10 

12 

10 

25 

10 

30 

10 

35 

5 

25 

5 

25 


(6) The portion of asphalt mastic 
which is soluble in pure benzol, after 
extraction and recovery-, shall conform 
to the following requirements 


Softening point (ring-and- 

ball method) 

Penetration at 77 F. (25 
C.) , 100 g., S sec — .... 
Ductility at 77 F. (25 C.) 
(5 cm. per min.), cm . . . 


Minimum Maximum 

122 F. (SOC.) 158 F. (70C.) 
15 40 

15 


{c) That portion of asphalt mastic, 
when designated as acid resisting, which 
is insoluble in benzol shall conform to 
the following requirement: 

Matter soluble in diluted HCI, . , . not more than 5 per cent 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of test of the American Society for 
Testing Materials: 

(a) Asphalt Mastic. — Standard Meth- 
ods of Testing Bituminous Mastics, 
Grouts, and Like Mixtures (A.S.T.M, 
Designation: D 147).® 

{b) Softening Point — Standard 
Method of Test for Softening Point of 
Bituminous Materials (Ring-and-Ball 
Method) (A.S.T.M. Designation: D 36).® 
(c) Penetration. — Standard Method 
of Test for Penetration of Bituminous 
Materials (A.S.T.M. Designation: D 5).® 
{d) Standard Method of 

Test for Ductility of Bituminous Mate- 
rials (A.S.T.M. Designation: D 113).® 
{e) Loss on Heating. — Tentative 
Method of Test for Loss on Heating of 
Oil and Asphaltic Compounds (A.S.T.M. 
Designation: D 6).® 

(/) 52^6 AwaJym.—Standard Method 
of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A.S.T.M. Desig- 
nation: C 136).® 

{g) Recovery and Preparation of Matter 
Soluble in Benzol.^ — Tentative Method 
of Test for Hot Extraction of Asphaltic 
Materials and Recovery of Bitumen by 
the Modified Abson Procedure (A.S.T.M. 
Designation: D 762).® 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

* Editorially revised in October, 1946. 


Standard Specifications for 

BITUMINOUS GROUT FOR USE IN WATERPROOFING ABOVE 

GROUND LEVEH 



A.S.T.M, Besignaiioii: 1)170- 41 , 

Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 170; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. {a) These specifications cover the 
materials for bituminous grout suitable 
for use in waterproofing above ground 
level, either as a protective covering of 
membrane systems ■ of waterproofing, 
or for bedding brick or filling the joints 
or flooding the surface of a brick pro-- 
tective covering. 

(i) The grade of bituminous grout 
covered by these specifications is suitable 
for waterproofing railroad bridges, cul- 
verts, subways, etc. 

Properties 

2. The bituminous grout shall consist 
of a mixture of substantially 45 parts 
by weight of bituminous binder and 55 
parts by weight of mineral aggregate as 
coarse as sand, which mixture becomes 
sufficiently fluid when heated to approxi- 
mately 205 C. (400 F.), to flow without 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. 

* Prior to their present adoption as standard, these 
specifications were published as tentative from 1923 to 
1925, being revised in 1924, They were adopted in 1925, 
published as standard from 1925 to 1939, but withdrawn 
and republished as tentative from 1939 to 1941. 


mechanical manipulation, and which 
on cooling congeals to a compact maSs. 

Bituminous Binder 

3. The bituminous binder shall con- 
sist of either asphalt or coal-tar pitch 
as follows: 

{a) Asphalt , — The asphalt shall con- 
form to the requirements' for type 'B 
asphalt as prescribed in the Tentative 
Specifications for Asphalt for Damp- 
proofing and Waterproofing (A.S.T.M. 
Designation: D, 449) of the American 
Society for Testing Materials.® 

(5) Coal-Tar Pitch . — The coal-tar 
pitch shall conform to the requirements 
for t 3 q)e A pitch as prescribed in the 
Standard Specifications for Coal-Tar 
Pitch for Roofing, Dampproofing, and 
Waterproofing (A.S.T.M. Designation: 
D 450) of the American Society for 
Testing Materials.® 

Mineral Aggregate 

4. The mineral aggregate shall con- 

8 Appears in tbis publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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sist of siliceous sand all of which passes 
a No, 20 (MO-mkron) sieve, and not 
more than 5 per cent of which passes 
a No. 200 (74-micron) sieve. 

Methods of Testing 
5. The properties enumerated in Sec- 


tions 2 and 4 shall be determined in 
accordance with the Standard Methods 
of Testing Bituminous Mastics, Grouts, 
and Like Mixtures (A.S.T.M, Designa- 
tion: D 147) of the American Society 
for Testing Materials.^ 



Standard Specifications for 

BITUMINOUS GROUT FOR USE IN WATERPROOFING 
BELOW GROUND LEVELS 



A.S.T.M, Designation: D 171 “41 
Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 171; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) These specifications cover the 
materials for bituminous grout suitable 
for use in waterproofing below ground 
level, either as a protective covering of 
membrane systems of waterproofing, 
or for bedding brick or filling the joints 
or flooding the surface of a brick pro- 
tective covering. 

(6) The grade of bituminous grout 
covered by these specifications is suit- 
able for waterproofing tunnels, sub- 
ways, etc. 

Properties' 

2. The bituminous grout shall consist 
of a mixture of substantially 45 parts by 
weight of bituminous binder and 55 
parts by weight of mineral aggregate as 
coarse as sand, which mixture becomes 
sufficiently fluid when heated to ap- 
proximately 149 C. (300 F.), to flow 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1923 to 
1925, being revised in 1924. They were adopted in 1925, 
published as standard from 1925 to 1939, but withdrawn 
and republished as tentative from 1939 to 1941. 


without mechanical manipulation, and 
which on cooling congeals to a compact 
mass. 

Bituminous Binder 

3. The bituminous binder shall con- 
sist of either asphalt or coal-tar pitch 
as follows: 

(a) Asphalt . — The asphalt shall con- 
form to the requirements for type A 
asphalt as prescribed in the Tentative 
Specifications for Asphalt for Damp- 
proofing and Waterproofing (A.S.T.M. 
Designation: D 449) of the American 
Society for Testing Materials.® 

(5) Coal-Tar Pitch . — ^The coal-tar* 
pitch shall conform to the requirements 
for type B pitch as prescribed in the 
Standard Specifications for Coal-Tar 
Pitch for Roofing, Dampproofing, and 
Waterproofing (A.S.T.M. Designation: 
D 450) of the American Society for 
Testing Materials.® 

Mineral Aggregate 

'4. The mineral aggregate shall con- 

* Appears in this publication, see Contents in Nmneric 
Sequence of A.S,T.M. Designations at front of book. 
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sist of siliceous sand all of which passes^ 
a No, 20 (840-iiiicron) sieve, and not 
more than 5 per cent of which passes 
a No. 200 (74-micron) sieve. 

Methods of Testing 
5. The properties enumerated in Sec- 


tions 2 and 4 shall be determined in 
accordance with the Standard Methods 
of Testing Bituminous Mastics, Grouts, 
and Like Mixtures (A.S.T.M. Designa- 
tion: D 147) of the American Society 
for Testing Materials.^ 



StandaTd Specijicatidns Jor 

ASPHALT-SATURATED ROOFING FELT FOR USE IN 
WATERPROOFING AND IN CONSTRUCTING 
BUILT-UP ROOFSi 


A.S.T.M. Designation: D 226 -44 

Adopted, 1942; Revised, 1944.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 226; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

1. These specifications cover asphalt- 
saturated felts, either 36 or 32 in. in 
width, composed of roofing felt satu- 
rated, but not coated, with asphalt for 
use in the membrane system of water- 
proofing and in the construction of 
built-up roofs. 

Types 

2. Asphalt-saturated felts covered by 
these specifications are of two types: 
namely, 

15-lb. type 
30-lb. type 

Mopping Materials 

3. (a) For the construction of built-up 
roofs, mopping asphalts conforming to 

^ Under the standardization procedure of the Society* 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D--8 on Bituminous Waterproofing 
and Roofing Materials. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1925 to 1927, 
being revised in 1926 and 1927. They were adopted in 
1927, published as standard from 1927 £0 1938, but with- 
drawn, revised, and republished as tentative in 1938, 
being revised in 1941 and 1942. 


the Standard Specifications for Asphalt 
for Use in Constmeting Built-Up Roof 
Coverings (A.S.T.M. Designation: 
D 312)^ shall be used. 

(6) For the construction of a mem- 
brane system of waterproofing, types A, 
B, or C mopping asphalt conforming to 
the Tentative Specifications for Asphalt 
for Dampproofing and Waterproofing 
(A.S.T.M. Designation: D 449)^ shall be 
used depending upon service conditions 
as described in Section 4 of Specifications 
D449. 

Manufacture 

4. In the process of manufacture, a 
single thickness of dry roofing felt shall 
be saturated with an asphaltic satu- 
rant. 

Character of Felt 

5. The felt shall be a roofing felt pro- 
duced by “felting” vegetable or animal 
fibers or mixtures thereof. The surface 
of the felt shall be uniformly smooth. 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Upon splitting or tearing on the bias, 
the felt shall appear reasonably free from 
lumps of underbeaten stock (that is, 
stock that has not been beaten or 
shredded into fiber in the process of 
manufacture) and particles of foreign 
substances (that is, fragments of stone, 
metal, leather, rubber, etc.)* 


Character of Saturant 

6. The bitumen of the saturant shall 
be composed of asphaltic materials. 


Character of Saturated Felt 

7. The fkt shall be thoroughly and 
uniformly saturated, and shall show no 
unsaturated spots at any point upon 
cutting 2-in. strips at random across 
the entire sheet and splitting them open 
for their full length. 


Surface Finish 

8. The surface of the felt shall not be 
coated or covered with talc or other 
substance that would tend to interfere 
with the adhesion between the felt and 
the plying cement. 


Physical Properties 

9. The fabricated product shall con- 
form to the following requirements: 

IS-lb. 30”Ib. 

Type Type 

Width of roll either 36 or 32 in. as may 

be specified, in. 

Area of roll, min., sq. ft 432 216 

Minimum weight of saturated 
felt per 100 sq. ft. (exclu- 
sive of wrapping and pack- 
ing material), lb 14 28 

Toss on heating at 105 C. 

<221 F.) for 5 nr,, max., per 

cent 4 

Pliability at 77 F. (25 C.): 

The 10 strips tested shall 
not crack when bent 90 
deg. at a uniform speed over 
a rounded corner of. . ... . H in. rad. % in. rad. 

Average breaking strength 
at n F.■■^(25, C.);:' ■ 

With fiber grain, min., lb. 30 40 

Across fiber grain, min., lb. 15 20 

Saturant in moisture-free felt, 
min., per cent by 
weight............. ........ 140 ISO 


Desatmrated Felt 


10. The desaturated moisture-free felt 
shall conform to the following require- 
ments: 



IS-lb. 

30-lb. 

Weight per 100 sq. ft., min., 

Type 

Type 

lb 

5,2 

10.0 

Ash, max., per cent 

10 

; 10 

Freedom from Defects 




11. The finished material shall be free 
of visible external defects, such as 
holes, ragged or untrue edge^, breaks, 
cracks, tears, protuberances, and in- 
dentations. 

Pliability and Stickiness 

12. The rolls shall not crack nor be so 
sticky as to cause tearing or material 
damage upon being unrolled at at- 
mospheric temperatures above 50 F. 
(IOC). 

Packing 

13. The rolls of saturated felt need 
not be wound on cores, but they shall 
be securely wrapped in a substantial 
grade of paper of the same width as the 
fabric. The wrapper shall completely 
encircle the roll and shall be pasted at 
the overlap in a manner that will 
prevent it shifting from position. The 
ends of the roll need not be covered. 
As an alternative, the rolls of saturated 
felt may either be tied with strings or 
simply pasted at the ends, as may be 
agreed upon by the purchaser and the 
seller. No roll shall contain more than 
two pieces, and there shall not be more 
than 3 per cent of rolls containing two 
pieces in any shipment. 

Marking 

14. Each roll shall be plainly marked 
with the manufacturer’s name and 
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brand or as agreed upon by the pur- 
chaser and the seller, and shall bear a 
notation showing the type of saturant. 

Sampling and Testing 

15. .The material shall be sampled 
and the properties enumerated in these 
specifications shall be determined in 
accordance with the Tentative Methods 
of Testing Felted and Woven Fabrics 
Saturated with Bituminous Substances 
for Use in Waterproofing and Roofing 
(A.S.T.M. Designation: D 146).® 


Inspection 

16. Inspection of material shall be 
made as mutually agreed upon by the 
purchaser and the seller as part of the 
purchase contract. 

Basis of Rejection 

17. -Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection, the 
seller shall have the right to reinspect 
the rejected shipment and resubmit the 
lot after removal of those packages not 
conforming to the specified require- 
ments. 



Standard Specifications fior 

COAL-TAR SATURATED ROOFING FELT FOR USE IN 
WATERPROOFING AND IN CONSTRUCTING 
BUILT-UP ROOFSi 



A.S.T.M, Designation: D 227 - 44 
Adopted, 1927; Revised, 1941, 1942, 1944.^ 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 227 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover coal-tar 
saturated felt, either 36 or 32 in. in 
width, composed of roofing felt satu- 
rated, but not coated, with refined coal 
tar, for use in the membrane system of 
waterproofing and in the construction of 
built-up roofs. 

Mopping Materials 

2. (a) For the construction of built-up 
roofs on inclines ilot exceeding 3 in. per 
ft. where nailing is employed and not 
exceeding 1 in. per ft. where nailing is 
omitted, type A coal-tar pitch conform- 
ing to the Standard Specifications for 
Coal-Tar Pitch for Roofing, Dampproof- 
ing, and Waterproofing (A.S.T.M. Desig- 
nation ; D 450)^ shall be used. 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M- Committee O-S on Bituminous Waterproofing 
and Roofing Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1925 to 1927, being re- 
vised m 1926 and 1927. 

3 Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(6) For the construction of steep built- 
up roofs with inclines of 1 to 6 in. per 
horizontal foot where nailing is employed, 
the Tentative Specifications for Coal-Tar 
Pitch for Steep Built-Up Roofs (A.S. 
T.M. Designation : D 654)*^ may be used. 

{c) For the construction of a mem- 
brane system of waterproofing, types A 
or B coal-tar pitch conforming to the 
Standard Specifications for Coal-Tar 
Pitch for Roofing, Dampproofing, and 
Waterproofing (A.S.T.M. Designation: 
D 450)® shall be used depending upon the 
conditions of service as described in 
Section 4 of Specifications D 450. 

Manufacture 

3. In the process of manufacture, a 
single thickness of dry roofing felt shall 
be saturated with a coal-tar saturant. 

Character of Felt 

4. The felt shall be a roofing felt pro- 
duced by “felting’’ vegetable and animal 
fibers or mixtures thereof. The surface 
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of the felt shall be uniformly smooth. 
Upon splitting or tearing on the bias, 
the felt shall appear reasonably free 
from lumps of underbeaten stock (that 
is, stock that has not been beaten or 
shredded into fiber in the process of 
manufacture) and particles of foreign 
substances (that is, fragments of stone, 
metal, leather, rubber, etc.). 

Character of Saturant 

5. The saturant shall be composed of 
coal tar from which the highly volatile 
constituents have been removed. 

Character of Saturated Felt 

6. The felt shall be thoroughly and 
uniformly saturated and shall show no 
unsaturated spots at any point upon cut- 
ting 2-m. strips at random across the 
entire sheet and splitting them open for 
their full length. 

Surface Finish 

7. The surface of the felt shall not be 
coated or covered with talc or other sub- 
stance that would tend to interfere 
with the adhesion between the felt and 
the plying cement. 

Physical Properties 

8. The fabricated product shall con- 
form to the following requirements: 


Width of roll either 36 or 32 in., 

as may be speci- 
fied, db H in. 

Area of roll 432 sq. ft., min. 

Weight of material per 100 sq. ft. ex- 
clusive of packing and wrapping 14 lb., min. 

Moisture. 2.5 per cent of the 

net weight, max. 

Average breaking strength at 77 F. 

(25 C.): 

With fiber’ grain 30 lb., min.® 

Across fiber grain IS lb., min.® 

Pliability at 77 F. (25 C.) the 10 strips tested 


shall not crack when bent 
90 deg. at a uniform speed 
over a rounded corner of H-in. 
radius 

Saturant in moisture-free felt 140 per cent by 

weight, min. 


® If samples fail to conform to the requirements 
for breaking strength immediately after sampling, a retest 
shall be made upon test specimens which have been sus- 
pended in free air at laboratory temperature for 72 hr. 
Material shall be accepted or rejected upon the basis of 
this retest. 


Besaturated Felt 

9. The desaturated moisture-free felt 
shall conform to the following require- 
ments: 


Weight per iOO sq. ft., min., lb. .... . ...... 5 .2 

Ash, max., per cent 10 


Freedom from Defects 

10. The finished material shall be free 
of visible external defects, such as 
holes, ragged or untrue edges, breaks, 
cracks, tears, protuberances, and in- 
dentations. 

Pliability and Stickiness 

11. The rolls shall not crack, nor be 
so sticky as to cause tearing or material 
damage upon being unrolled at atmos- 
pheric temperatures above 50 F. (10 C.), 

Packing 

12. The rolls of saturated felt need not 
be wound on cores, but they shall be 
securely wrapped in a substantial grade 
of paper of the same width as the fabric. 
The wrapper shall completely encircle 
the roll and shall be pasted at the over- 
lap in a manner that will prevent it 
shifting from position. The ends of the 
roll need not be covered. As an alter- 
native, the rolls of saturated felt may 
either be tied with strings or simply 
pasted at the ends, as may be agreed 
upon by the purchaser and the seller. 
No roll shall contain more than two 
pieces, and there shall not be more than 
3 per cent of rolls containing two pieces 
in any shipment. 

Marking 

13. Each roll shall be plainly marked 
with the manufacturer’s name and 
brand or as agreed by the purchaser 
and the seller, and shall bear a notation 
showing the type of saturant. 
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Sampling and Testing 

14. The^ material shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the Tentative Methods of 
Testing Felted and Woven Fabrics 
Saturated with Bituminous Substances 
for Use in Waterproofing and Roofing 
(A.S.T.M. Designation: D 146).® 

Inspection 

15. Inspection of material shall be 
made as agreed upon by the purchaser 


and the seller as part :of the purchase 

contract 

Basis of Rejection 

16. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection, the 
seller shaE have the right to reinspect 
the rejected shipment and resubmit the 
lot after removal of those packages not 
conforming to the specified require- 
ments. 



Standard Specijications for 

WOVEN COTTON FABRICS SATURATED WITH 
BITUMINOUS SUBSTANCES FOR USE IN 
WATERPROOFING^ 



A.S.T.M. Designation: D 173 - 44 
Adopted, 1942; Revised, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 173; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover bitumi- 
nized cotton fabric, composed of woven 
cotton cloth waterproofed with either 
asphalt or coal-tar pitch, as specified by 
the purchaser, for use in the membrane 
system of waterproofing. 

Mopping Materials , ■ 

2. (a) For the construction of a mem- 

brane system of waterproofing with cot- 
ton fabric saturated with asphalt, types 
A, B, or C asphalt conforming to the 
Tentative Specifications for Asphalt for 
Dampproofing and Waterproofing (A.S. 
T.M. Designation: D 449)^ shall be used 
depending upon the conditions of service 
as described in Section 4 of Specifications 
D449. ■ 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. , , , 

» Prior to their present adoption as standard these 
specifications were published as tentative from 1923 to 
. 1925, being revised m 1925. They were adopted in 1925, 
published as standard from 1925 to 1938, being revised in 
1927, but withdrawn, revised and republished as tentative 
in 1938, being revised in 1939 and 1940. . 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(b) For the construction of a mem- 
brane system of waterproofing with 
woven cotton fabric saturated with 
coal-tar, coal-tar pitch conforming to the 
Standard Specifications for Coal-Tar 
Pitch for Roofing, Dampproofing, and 
Waterproofing (A.S.T.M. Designation : 
D 450)^ shall be used. 

Manufacture 

3. In the process of manufacture, the 
dry cotton fabric shall be thoroughly and 
uniformly waterproofed with either an 
asphaltic or coal-tar pitch saturant, at 
a temperature and speed that will not 
injure the fabric. This shall be accom- 
plished either by passing the fabric 
through the saturant or by spraying with 
saturant and then calendering it in the 
presence of heat, whereupon it shall be 
cooled and wound into rolls. 

Character of Saturated Fabric 

4. The meshes of the fabric shall not 
be completely closed or sealed by the 
process of saturation, but there shall be 
sufiScient porosity maintained to allow 
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successive moppings of the plying cement 
to seep through. 

Surface Finish 

5. (a) The surface of the fabric shall 
not be coated or covered with talc or 
other substance that would tend to 
interfere with the adhesion between the 
fabric and the plying cement. The use 
of silica or wood flour will be permitted. 

(&) The surface shall be uniformly 
smooth and free from irregularities, folds, 
or knots. 


Selvage 

8. If selvage is used, it shall meas- 
ure not more than J in. 

Freedom from Defects 

9. The finished material shall be free 
of visible external defects such as ragged 
or untrue edges, breaks, rents, or cracks. 

Pliability and Stickiness 

10. The roll shall be capable of being 
unrolled easily at atmospheric tempera- 
tures above 50 F. (10 C.) without stick- 


TABLE I.-PHYSICAL REQUIREMENTS FOR SATURATED COTTON FABRICS FOR WATERPROOFING. 


Widtli of roll 

Gross weight per roll 

Weight of wrapping material and mandrel per roll.... 

Average net weight per square yard 

Detached comminuted surfacing per 100 sq. ft 

Moisture content based on net weight 

Average strength at 70 F, (21.1 C.) measured lengthwise of the roll 

(that is, in the direction of the warp) 

Average strength at 70 F. (21.1 C.) measured crosswise of the roll 

(that is, in the direction of the filling) 

Average loss on heating (exclusive of moisture) of asphalt-saturated 

fabrics.... 

Saturant in fabricated material 


Pliability at 32 F. (0 C-) 


Min. 

Max. 

30 in. 

38 in. 

35 lb. 

80 lb. 


2.S lb. 

10 02. 



lib. 


4 per cent 

SO Ib * 


SO lb.* 


1 .6 times the weight of 

4 per cent 

the moisture-free fab- 
ric in the same area 



No cracking of the fabricated bituminized fabric 
shall take place on bending over a >^-m. man- 
drel through an arc of 180 deg. in one direction 
and then through 360 deg. over the same 
mandrel in the opposite direction 


® The committee recognizes the advisability of including a requirement relative to the percentage elongation be- 
fore rupture, but in the absence of any reliable method of test, such requirement cannot be stated at the present time. 


Physical Properties 

6. The fabricated product shall con- 
form to the requirements prescribed 
in Table I. 

Desaturated Fabric 

7. The desaturated woven cotton 
fabric shall conform to the following 
requirements: 

Average dry weight per square yard, 

min 3H oz. 

Ash (based on dry weight of fabric), 

max 2 per cent. 

Composition of fabric. not less than 100 

per cent* of 
cotton fibers 

Thread coxint per inch: 

Warp 26 to 32 

Filling 24 to 32 


* This shall not exclude the presence of the customary 
sizing materials in amounts not exceeding 8 per cent by 
weight of the moisture-free cotton. 


ing' together in such a manner as to 
injure the fabric. 

Packing 

11. The rolls of treated cotton fabric 
shall be wound on mandrels or rigid 
hollow fiber cylinders not less than 2 in. 
in diameter or 2 in. square, extending not 
more than 4 in. beyond the ends of the 
rolls. They shall be securely tied or 
wrapped in a manner that will prevent 
unrolling in transit. 

' Sampling and Testmg ■ 

12. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in 
accordance with the Tentative Methods 
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of Testing Felted and Woven Fabrics 
Saturated with Bituminous Substances 
for Use in Waterproofing and Roofing 
(A.S.T.M. Designation: D 146),^ 

Inspection 

13. Inspection of material shall be 
made as agreed upon by the purchaser 
and the seller as part of the purchase 
contract. 


Basis of Rejection , 

14. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejectioUj the 
seller shall have the right to reinspect 
the rejected shipment and resubmit the 
lot after removal of those packages not 
conforming to the specified requirements. 


Sta?tdard Specifications fior 

WIDE SELVAGE ASPHALT ROOFING SURFACED WITH 
MINERAL GRANULES^ 



A*S.T.M. Designation: D 371 » 46 
Adopted, 1944; Revised, 1946.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 371; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover asphalt 
roofing in sheet form, either 36 or 32 in. 
in width, composed of asphalt-saturated 
roofing felt coated on approximately one 
half of the width of the weather side with 
asphalt, and surfaced on the coated por- 
tion with mineral granules. This roofing 
is used as a cap sheet in the construction 
of built-up roofs. 

Manufacture 

2. In the process of manufacture, a 
single thickness of dry roofing felt shall 
be impregnated with a hot asphaltic 
saturant, then coated on the weather 
side for approximately one half the width 
of the sheet with an asphaltic coating 
(compounded with a fine mineral filler 
substantially insoluble in water), and 
surfaced by embedding mineral granules 
in the hot asphaltic coating. The 


1 Under the $tandardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-8 on Bituminous Waterproofing and 
Roofing Materials. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1933 to 1944, being re- 
vised in 1937, 1941, and 1944. 


coated and surfaced portion shall be 17 
in. in width on 36-in. roofing and 15 in. 
in width on 32-in. roofing. 

Character of Felt 

3. The felt shall be a roofing felt pro- 
duced by ^^felting” vegetable or animal 
fibers or mixtures thereof. The surface 
of the felt shall be uniformly smooth. 
Upon splitting or tearing on the bias, the 
felt shall appear reasonably free from 
lumps of underbeaten stock and parti- 
cles of foreign substances (that is, frag- 
ments of stone, metal, leather, rubber, 
etc.). 

Character of Saturant and Coatings 

4. The bitumen of the saturant and 
coatings shall be composed of asphaltic 
materials. 

Character of Saturated Felt 

5. The felt shalL be thoroughly and 
uniformly saturated, and shall show no 
unsaturated spots at any point upon 
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cutting 2-in. strips at random across 
the entire sheet and splitting them open 
for their Ml length. 

Surface Finish 

6. (a) The surface of the weather side 
shall be uniform in finish and texture. 
The mineral granules on the surfaced' 
portion shall be uniformly distributed 
in a smooth layer and shall be firmly 
embedded in the asphalt coating. 


form to the requirements, prescribed in 

Table I. 

Freedom from Defects 

8. The finished material shall be free 
of visible external defects^ such as holeSy 
ragged or untrue edges, breaks, cracks, 
tears, protuberances, and indentations. 

Pliability and Stickiness 

9. The finished product shall not crack 
nor be so sticky as to cause tearing or 


TABLE I.-PHYSICAL REQUIREMENTS FOR ASPHALT CAP SHEET. 


Width 

Pliability at 77 F. (25 

Behavior on heating to 176 F. (80 C.) for 2 hr,®.. 

The roofing shall be put up in rolls and shall be either 36 
or 32 in. in width, as may be specified, within a permis- 
sible variation of dbM m. 

The average area of the rolls examined shall contain suffi- 
cient roofing to cover 50 sq. ft. of roof surface: for 
roofing 32 in. in width, 107.3 sq. ft. d= 5 per cent, and for 
roofing 36 in. in width, 106.8 sq. ft. db 5 per cent. 

At least 8 strips out of 10 from the granu .-surfaced por- 
tion shall not crack when bent 90 deg. at a uniform 
speed over a rounded corner of ^^-in. radius. 

Not more than 1.5 per cent volatile matter loss. The 
granular surfacing shall not slide more than ^ in. when 
suspended vertically. 


45 -lb. Grade 

SS-lb. Grade 


Max., lb. 

Min., lb. 

Max., lb. 

Min,, lb. 

Weight per roll, net average 


42 


52 

Weight of any 108 sq. ft, of roofing in shipment 


40.0 


50.0 

Weight of dry felt per 108 sq. ft 


'7.1 


10.8 

Weight of saturant (soluble in CSa) per 108 sq. ft.® 


10.0 


17.5 

Weight of weather side mineral filled coating per 108 sq. 





ft.® 

35.0 

16.0 

35.0 1 

16.0 

Weight of weather side mineral matter passing No. 6 (3360- 
micron) and retained on No. 100 (149-micron) sieve per 





108 sq. ft.® 


20.0 


20.0 

Percentage by weight of mineral matter passing No. 100 
(149-micron) sieve on the basis of the sum of the bitumen 
in the coatings and the mineral matter passing No. 100 



50.0 per cent 

15.0 per cent 

(i49-micron) sieve — 

50.0 per cent 

15.0 per cent 


“ Granule-surfaced portion. r , , , 

^ The weight of saturant per 108 sq. ft. shall be not less than 1.4 times the weight of the dry felt on the 4S-lb. grade 
and 1 .6 times the weight of the dry felt on the 55-lb. grade. 


{b) The line between the surfaced and 
unsurfaced portion shall be straight and 
shall run parallel longitudinally to the 
edge of the sheet. The surfaced portion 
shall be 17 dz I in. on 36-in. roofing and 
15 db J in. on 32-in. roofing. 

{c) The reverse side of the sheet may 
or may not be coated. If coated, it may 
be covered with a suitable material to 
prevent the roofing from sticking in the 
package. 

Physical Properties 

7, The fabricated product shall con- 


material damage upon being unrolled at 
atmospheric temperatures above 50 F. 
(IOC.). 

Packing 

10 . (df) Cap sheets shall be put up in 
rolls, containing sufficient material to 
cover not less than 50 sq. It. No roll 
shall contain more than two pieces nor 
shall there be more than 3 per cent of 
rolls containing two pieces in any ship- 
ment. The rolls shall be tightly wound, 
and shall be securely wrapped in a 
substantial grade of paper completely 



726 


Specifications FOR Asphalt Gap Sheet (D 371 -46) 


encirGling the ■ roll and pasted at- the 
overlap in such a manner as to prevent 
shifting from position. 

(b) Special packing shall be as agreed 
upon by the purchaser and the seller. 

Marking 

11. Each roll shall be plainly marked 
with the manufacturer's name and 
brand. 

Sampling and Testing 

12. The material shall be sampled 
and the properties enumerated in these 
specifications shall be determined in ac- 
cordance with the Tentative Methods 
of Testing Asphalt Roll Roofing, Cap 
Sheets, and Shingles (A.S.T.M, Desig- 


nation: D 228) of the American Society 
of Testing Materials.® 

Inspection 

. 13. Inspection of material shall be 
made as agreed upon by the purchaser 
and the seller as part of the purchase 
contract. 

Basis of Rejection 

14. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection, the 
seller shall have the right to reinspect 
the rejected shipment and resubmit the 
lot after removal of those packages not 
conforming to the specified requirements. 


s Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 




Standard Specifications for 

ASPHALT SHINGLES SURFACED WITH MINERAL GRANULES^ 



A.S.T.M. Designation: D 225 - 46 

Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 225; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


1. (a) These specifications cover as- 
phalt roofing in shingle form, composed 
of roofing felt saturated and coated on 
both sides with asphalt and surfaced 
on the weather side with granulated 
slate or equivalent mineral material 
(of solid or mixed colors as may be 
agreed upon by the purchaser and the 
seller), and on the reverse side with a 
surfacing material. 

if) Shingles supplied under these 
specifications® are intended to be used 
as follows with a ^^head lap^’^ of not less 
than 2 in.: 


Style of Shingle 


Individual 

(American method) . 


Square tab strip ' 


Hexagonal tab strip . 


Exposure 

to 

Weather, 

Type 

in. 

I 

5 

II 

■■■15 

III 

. . .o 

I 

II 

Is 

III 

m 

I 

•■•■ISf 

II 

isf 

III 


® Shingles of special shapes may also be furnkhed 
as agreed upon by the purchaser and the seller. 

" Head lap is the shortest vertical distance between the 
top of the cut out or bottom edge of a course of shingles, 
and the most proximate underlying area of roof deck not 
covered by preceding courses of shingles. 


Manufacture 

2. In the process of manufacture, a 
single thickness of roofing felt shall be 
impregnated with a hot asphaltic sat- 
urant, then coated on both sides with at 
least one layer of a hot asphaltic coating 
compounded with a mineral filler sub- 
stantially insoluble in water, and finally 
completely surfaced on the weather 
side with mineral granules embedded in 
the hot asphaltic coating. The reverse 
side shall be covered with a suitable 
material to prevent the shingles from 
sticking together in the package. For 
type III shingles the thick portion of 
the shingles shall extend at least 1 in. 
on the unexposed portion to provide for 
proper nailing. 

Character of Felt 

3. The felt shall be a roofing felt 
produced by ‘^felting” vegetable or 
animal fibers or mixtures thereof. The 

• surface of the felt shall be uniformly 

1 Under the standardization procedure of the Society, 
these TOecifications are under the jurisdiction of the A.S. 
T.M. Committee D-8 on Bituminous Waterproofing and 
Roofing Materials. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1925 to 
1927, being revised in 1926 and 1927. They were adopted 
in 1927 and published as standard from 1927 to 1933, being 
revised in 1929. They were withdrawn and republished 
as tentative from 1933 to 1946, being revised in 1934, 1935 
1937, 1941, and 1944. 
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smooth. / Upon splitting or tearing on 
the bias, the felt shall appear reasonably 
free from lumps of underbeaten stock 
and particles of foreign substances (that 
is, fragments of stone, metal, leather, 
rubber, etc.) 

Character of Saturant and Coatings 

4. The bitumen of the saturant and 
coatings shall be composed of asphaltic 
materials. 


(b) The reverse side shall have a 
coating of asphalt and shall be surfaced 
with suitable material to prevent the 
shingles from sticking in the package. 
The reverse side ma}^ be surfaced with 
granular material. 

Physical Properties 

^ 7. The fabricated product shall con- 
form to the requirements prescribed 

in Table I. 


TABLE I.~PHYSICAL REQUIREMENTS OF ASPHALT SHINGLES. 


Shape 

Area.... — 

Behavior on heating to 176 F. (80 C.) for 2 hr 


The form and size of the shingles shall be as agreed upon by the 
purchaser and the seller. 

Sufficient material per “square” shall be furnished to cover 
adequately 100 sq. ft. of roof surface. 

Not more than 1.5 per cent volatile matter loss. The granular 
surfacing shall not slide more than J4 in. when suspended vertic- 
ally. 


Weight (net average of packages inspected) of finished 

shingljs per 108 sq. ft.® . . 

Weight of roofing per 108 sq. ft. (individual package) 

Weight of exposed area per 108 sq. ft : — 

Weight of dry felt per 108 sq. ft. 

Weight of saturant per 108 sq. ft.“. 

Weight of weather side mineral filled coating per 108 

sg. ft 

Weight of mineral matter per 108 sq. ft. passing No. 6 
(3360-microii) and retained on No. 100 (U9-micron) 

sieve 

Percentage by weight of mineral matter passing No. 
100 (149-micron.) sieve on basis of the sum of the 
bitumen in the coatings and mineral matter passing 

No. 100 (149-micron) sieve — 

Mineral matter (including surfacing and filler), per 
cent of total weight of finished shingle 


Type 1 


Max., Ib. Min., lb. 


35.0 


50.0 


86.0 

83.0 

83.0 
10.8 
18.9 

16.0 


20.0 


15.0 


Type II 


Max., lb. Min., lb. 


46.0 


50.0 


97.2 

94.0 

94.0 

13.5 

23.6 

16.0 


20.0 


15.0 


Type III 


Max., lb. Min., lb 


60.0® 


50.0 


89. S 
86. S 
108.0 
10.8 
18.9 

20.0® 

20 . 0 ® 

15.0 

35.0 


® This shall be calculated as follows: 


net weight of packages inspected 


X 108. 


' sq, ft. area per shingle X number of shingles ' 

® The weight of saturant per 108 sq. ft. shall be not less than 1.75 times the weight of the dry felt. 
® Exposed area only. 


Character of Saturated Felt 

5. The felt shall be completely and 
uniformly saturated and shall show no 
unsaturated spots at any point upon 
cutting strips 2 in. in width across the 
entire shingle and splitting the strips 
open for their entire length. 

Surface Finish 

6. (a) The weather surface shall be 
uniform in finish and texture and may 
be embossed to simulate a grain texture. 
The mineral granules shall cover the 
entire surface and shall be firmly em- 
bedded in the asphalt coating. 


Freedom from Defects 

8. The finished shingles shall be free 
from visible external defects, such as 
holes, ragged or untrue edges, rents, 
cracks, indentations and lumps of coat- 
ing. 

Stickiness 

9. The shingles shall not stick together 
in the package so as to cause damage 
upon being unpacked when at atmos- 
pheric temperatures above 50 F. (10 C.). 

Packing 

10. The shingles shall be packed in 
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cardboard cartons or between wood or 
cardboardj.or both, and tied securely so 
as to make a package, weighing not 
more than 135 lb. gross. 

Marking 

,11. Each package shall be plainly 
marked with the name and brand of 
the: manufacturer, as well as the style, 
type, and color of product. Direction 
sheets for application shall be included 
in at least every fifth package. 

Sampling and Methods of Test 

12. The material shall be sampled 
and the properties enumerated in these 
specifications shall be determined in 
accordance with the Tentative Methods 
of Testing Asphalt Roll Roofing, Cap 


Sheets, and Shingles (A.S.T.M. Desig-' 
nation; D 228).® 

Inspectioii 

13. Inspection of materiar shall he 
made as agreed upon by the purchaser 
and the seller as part of the purchase 
contract. 

Basis of Rejection 

14. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection the 
seller shall have the right to reinspect 
the rejected shipment and resubmit the 
lot after removal of those packages not 
conforming to the specified requirements. 

3 Appears in this publicatioiij see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Standard SpecijicatioJis for 

ASPHALT SIDING SURFACED WITH MINERAL GRANULES ^ 



A.S.T.M. Designation: D 699 - 46 
Adopted, 1944; Revised, 1946.2 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 699; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. {d) These specifications cover as- 
phalt siding in strip or individual form 
surfaced with colored mineral granules, 
composed of roofing felt saturated and 
coated on both sides with asphalt 
and surfaced on the weather side with 
granulated slate or equivalent mineral 
material (of solid or mixed colors as may 
be agreed upon by the purchaser and 
the seller), and on the reverse side with 
a surfacing material, 

(&) Siding shingles supplied under 
these specifications are intended to be 
used with a ‘^headlap’’ (Note) of not 
less than 1 in. 

Note. — ^T he headlap is the shortest vertical 
distance between the top of cutout or bottom 
edge of a course of siding and the most proximate 
underlying area of sidewall not covered by pre- 
ceding courses of siding. 

Manufacture 

2, In the process of manufacture, a 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T,M. Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. 

* Prior to adoption as standard, these specifications 
were jjublished as tentative from 1942 to 1944, being re- 
vised in 1944. 


single thickness of dry roofing felt shall 
be impregnated with a hot asphaltic 
saturant, then coated on both sides with 
a hot asphaltic coating compounded with 
a fine mineral filler substantially insoluble 
in water, and finally surfaced on the 
weather side with mineral granules em- 
bedded in the hot asphaltic coating. 
The reverse side shall be covered with a 
suitable material to prevent sticking in 
the package. 

Character of Felt 

3. The felt sliair be a roofing felt 
produced by ^‘felting” vegetable or 
animal fibers or mixtures thereof. The 
surface of the felt shall be uniformly 
smooth. Upon splitting or tearing on 
the bias, the felt shall appear reasonably 
free from lumps of underbeaten stock 
and particles of foreign substances (that 
is, fragments of. stone, metal, leather, 
rubber, etc.) 

Character of Saturant and Coatings 

4. The bitumen of the' saturant and 
coatings shall be composed of asphaltic 
materials. 
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Ciiaracter of Saturated Felt 

5. The felt shall be completely and 
uniformly saturated^ and shall show no 
unsaturated spots at any point upon 
cutting 2-iii. strips at random across the 
entire piece and splitting them open 
for their full length. 

Surface Finish 

6. (a) The surface of the weather side 
shall be uniform in finish and may be 
embossed to simulate a grained texture. 

TABLE i 

Shape 

Area. 

Behavior on heating to 176 F. (80 C.) for 2 hr. 


ragged or untrue edges, rents, cracks^ 
indentations; and lumps of coating. 

Stickiness 

■ 9. The siding shall not stick together 
in the packages so as to cause damage 
upon being unpacked at atmospheric 
temperatures above 50 F. (10 C.). 

Packing 

10. The siding shall be packed in 
cardboard cartons or between wood or 


The form and size of the shingles shall be as agreed upon 
between the purchaser and the seller. 

Sufficient material per “square’’ shall fae furnished to 
adequately w'aterproof 100 sq. ft. of sidewall area. 

Not more than l.S per cent volatile matter loss. The 
granular surfacing shall not slide more than 14 in. when 
suspended vertically. 


.-PHYSICAL requirements OF ASPHALT SIDING. 


Regular Weighty lb. 


Max, 


Min. 


Weight, net average per 100 sq. ft.® 

Weight of siding per 100 sq. ft. (individual package) 

Weight of dry felt per 100 sq. ft.. 

Weight of saturant per 100 sq. ft.® 

Weight of weatherside mineral filled coating per 100 sq. ft 

Weight of mineral matter per 100 sq, ft. passing No. 6 (3360- 

micron) and retained on No. 100 (149-nncron) sieve 

Percentage by weight of mineral matter passing No. 100 (149- 
micron) sieve on the basis of the sum of the bitumen in the 
coatings and the mineral matter passing No. 100 (149- 
micron) sieve 


50 


75 . 
72 

10.0 

17.5 
10 

18.5 


15 


® Weight, net average per 100 sq. ft. = 


net wt. of packages inspected 


■ X 100. 


sq. ft. area per siding piece X no. of pieces ' 

^ The weight of saturant per 100 sq. ft. shall be not less than 1.75 times the weight of the dry felt. 


The mineral granules shall cover the 
entire surface and shall be firmly em- 
bedded in the asphalt coating. 

(b) The reverse side shall have a 
coating of asphalt and shall be surfaced 
with suitable material to prevent sticking. 

Physicah Properties 

. 7. The fabricated product shall con- 
form to the requirements prescribed in 
Table I. 

Freedom from Defects 

8. The' finished material shall be free 
of visible external defects, such as- holes, 


cardboard ends and tied securely so as 
to make a substantial package weighing 
not more than 135 lb., gross. 

Marking 

11. 'Each package shall be , plainly 
marked with the name and brand of the 
manufacturer, as well as the style, type, 
and color of the finished product. Di- 
rection sheets for application shall' be 
included in at least every fifth package. 

Sampling and Testing - 

12. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined^ in ac- 
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cordaace witli' the Tentative Methods of 
Testing *' sphalt Roll Roofing, CapSheets,- 
and Shingles (A^S.T.M. Designation: 
D 228) of the American Society for 
Testing Materials,® 

Inspection 

13. Inspection of material shall be 
made as agreed upon by the purchaser 


3 Appears In tiiis publicationj see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


and the seller as part of the purchase 
contract. 

Basis of Rejectton 

14, Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection, the 
seller shall have the right to reinspect the 
rejected shipment and resubmit the lot 
after removal of those packages not 
conforming to the specified requirements. 



Standard Methods of 

TESTING BITUMINOUS MASTICS, GROUTS, AND LIKE 

MIXTURES! 



A.S.T.M. Designation: D 147-41 

Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 147 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the proce- 
dures for testing bituminous mastics, 
grouts, and like mixtures, which may be 
classified and defined as follows: 

Bituminous Grout . — A mixture of bi- 
tuminous material as a binder and sandy 
mineral matter as an aggregate, which 
when heated to a suitable temperature 
becomes sufficiently fluid to flow into 
place without mechanical manipulation, 
and which on cooling congeals to a com- 
pact mass. 

Asphalt Mastic . — A mixture contain- 
ing (1) asphaltic material as a binder and 
graded mineral matter as an aggregate, 
or (2) pulverized native rock asphalt 
(to which asphaltic material may have 
been added); either of which when 
heated to a suitable temperature may 
be poured into place but which requires 

1 Under the standardization procedure of the Society* 
these methods are under the jurisdiction of the A.S.T.M* 
Committee 0-8 on Bituminous Waterproofing and Roofing 
Materials. 

2 Prior to their present adoption as standard, these 
methods were published as tentative from 1922 to 1927, 
being revised in 1923, 1924, 1925, and 1927. They were 
adopted in 1927, published as standard from 1927 to 1939, 
but withdrawn, revised, and republished as tentative from 
9 139 to 1941. 
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trowelling to form it into a compact 
mass. 

Asphalt Mastic Cake . — A mixture con- 
taining asphaltic material as a binder and 
an aggregate consisting chiefly of calcare- 
ous or siliceous dust cast into the form of 
blocks or “cakes” and adapted for use in 
preparing asphalt mastic. 

Preparation of Samples 

2. (a) Bituminous grouts shall be 
heated in an oven or on a hot plate in a 
pan or other suitable container at the 
lowest possible temperature to prevent 
overheating and volatilization, and, 
when sufficiently fluid, shall be thor- 
oughly stirred to insure a' uniform 
sample, whereupon 10 to 30 g. shall be 
taken for analysis. 

{h) Asphalt mastics or mastic cake 
shall be warmed on a hot plate or in a 
hot oven until soft enough to be broken 
up or stirred so that a representative 
sample for analysis may be taken. The 
amount taken for analysis will depend 
upon the amount of coarse gravel or 
stone in the mixture. The, larger the 
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gravel or stonCj the larger will be the 
sample required for accuracy. The size 
of samples to be taken, shall be as follows: 
Where all particles pass a No. 10 (2000- 
micron) sieve^ 10 to 30 g.; where 25 per 
cent of the aggregate is retained on a No. 
10 sieve^ 50 g.; where 50 per cent of the 
aggregate is retained on a No. 10 sieve, 
100 g.; and where 75 per cent of the ag- 



Fig. 1,— Extraction Apparatus for Analysis of 
10 to 30-g. Samples. 


gregate is retained on a No. 10 sieve, 

200;g. 

N OTE.— -Where the properties of the extracted 
bituminous matter are to be determined, 500 g. 
shall be taken and extracted with pure benzol 
as described in Sections 3 (b) and 5 and examined 
as specified in Section 6. 

Apparatus 

3. (a) ^Eor :Amlysis ■ of 10 to SO-g, 
Samples— In cases where a 10 to 30-g. 
sample is sufficient, the analysis shall 


be carried out by means of the glass ex- 
tractor, shown in Fig. 1. 

{b) For Analysis of 50 to 500-g, 
Samples.— The apparatus for analysis of 
samples containing coarser aggregate 
shall be the large extractor, shown Jn 
Fig. 2, consisting of a large brass cylin- 
der, through the bottom of which projects 
a Id-candlepow’er, incandescent carbon 
filament bulb or other type of electric 
heater of correct capacity to supply heat 
to the extraction apparatus proper, held 
in the upper portion of the cylinder. This 
apparatus shall consist of a cylindrical 
brass vessel for holding the solvent, a 
cylindrical wire basket made of 80-mesh 
wire cloth suspended in the cylinder, and 
an inverted conical condenser which 
serves as a top. 

Procedure for Analysis of 10 to 30»g. 

Samples® 

4. (a) An ordinary Whatman or S. 
and S. filter thimble shall be dried and 
weighed. The weighed sample shall be 
placed in the thimbie and 40 to 50 ml 
of CS 2 ^ poured over the sample. The 
thimble containing the sample shall be 
suspended under the condenser by a fine 
wire bail as shown in Fig. 1, The flask 
shall be cautiously heated by a steam- 
bath or electric heater just enough to 
vaporize the solvent. Cold water shall 
be circulated through the condenser. 
The heat evaporates the carbon disulfide 
in the flask. This condenses upon the 
condenser and drops back upon the 
sample through which it filters, thus 
dissolving out the bitumen which collects 
in the bottom of the flask. The extrac- 
tion should be discontinued when the 

® This method for analysis of larger samples is espe- 
cially adapted for asphalt mastics, grouts, and mastic 
cake._ If the binder is coal-tar pitch, the “free carbon” 
constituent of the binder will remain with the mineral 
aggregate. The committee has under consideration a 
possible separate method for analysis of coal-tar mastics. 

^ Carbon tetrachloride, benzol, or chloroform may be 
used instead of carbon disulfide, with the only difference 
that in the case of noninflammable solvents, the solvent 
will have to be evaporated from the solution of bitumen 
to determine the ash for correction instead of burning off 
directly. When the solvent is expelled, the bitumen can 
e ignited for ash. 
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CS 2 drops colorless from the filter. The 
time of extraction will depend upon the 
nature of the bitumen and mineral ag- 
gregate in the sample and upon the de- 
gree of heat applied, the coldness of the 
water in the condenser, and other factors. 
Ill , some cases extraction may be com- 
plete in 1 hr., in others 4 or 5 hr. may 
be necessary. When the solvent comes 
through clear, the filter shall be removed 
and washed with a fine jet of CS 2 from 
a washing bottle to wash out any bitu- 
men that may be retained at the top of 
the paper and to break up any channels 
that may have been formed by the CS 2 
passing through. If the washings show 
any color, the thimble shall be put back 
and extraction continued until the sol- 
vent again becomes colorless. It shall 
then be removed, dried carefully, at a 
low temperature at first to prevent igni- 
tion of the absorbed CS 2 , and finally to 
constant weight at 100 C. (212 F.), 
cooled, and weighed. The solution in 
the flask shall be rinsed into a weighed 
porcelain or silica evaporating dish or 
crucible and the solvent burned off under 
a hood. The residue shall be ignited 
over a flame or in a muffle and the ash 
weighed and the weight added to that of 
the mineral matter in the filter paper. 
This is to correct for the fine mineral 
matter which will be carried through the 
paper by the solvent. Should there be 
a considerable amount of ash recovered 
in this way, and if it is found that the 
mineral matter is calcium or other 
carbonate, it shall be recarbonated by re- 
peated treatment with ammonium car- 
bonate solution and finally ignited at a 
dull red heat. Ordinarily, however, the 
mineral matter going through the paper 
will be so small in amount that the dif- 
ference caused by ignition maybe 
neglected. The corrected loss in weight 
on the original sample represents the 
percentage of bitumen. 

(h) The sieve analysis of the mineral 


aggregate shall be made in accordance 
with the Standard Method of Test for 
Sieve Analysis of ' Fine and Coarse Ag- 
gregates (A.S.T.M. Designation: C 136) 
of the American Society for Testing 
Materials.^' The extracted residue shall 
be transferred from the thimble to the 
No. 200 (74-miGron) sieve, the paper 
being gently rubbed to free adhering 
particles. The aggregate on ' the sieve 
shall be gently rubbed with the fingers to 
break up lumps and to free any particles 
of fine dust that might adhere to larger 
sand particles. The sieve shall be 
shaken over a piece of paper from side 
to side with the right hand, striking it 
sharply against the palm of the left hand 
until no appreciable amount of dust 
comes through the sieve on to the paper. 
The paper shall be cleared from time to 
time by raising one side with the left 
hand and rolling ofl the siftings, so that 
it can be seen when the sifting is com- 
plete. The material remaining on the 
No. 200 sieve shall be weighed and the 
amount of material which has passed 
through the No. 200 sieve shall be de- 
termined by difference. This operation 
shall be repeated upon the coarser sieves 
in order and the amount passing each 
sieve and retained on the next finer re- 
corded as percentage of the original 
sample. 

Procedure for Analysis of 50 to 500-g. 

Samples 

5. (a) A large filter paper, 12 or 13 
in. in diameter, shall be fitted inside the 
wire basket of the extractor, shown in 
Fig, 2, by folding once more than in 
ordinary filtering, or by wrapping it 
over a form which fits inside the basket 
(a cylindrical bottle of proper size makes 
a good form) and placing it inside the 
basket. The basket with contained 
filter paper shall be dried and weighed. 

® Appears in this publication, see Contents in Numeric 

Sequence of A.S.T.M. Designations at front of book. 
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The sample shall be weighed and packed extractor, but on a larger scale. The 
in the filter paper in the basket. Care time for extraction will vary from 3 to 
should be taken not to pack all coarse 12 hr. or more, depending upon the na- 
particles in one place and the fine par- ture of the sample. To determine when 
tides in another but to have them mixed extraction is complete, the condenser 
together in uniform proportions. The shall be raised and the basket lifted out 
sample shall be covered with a disk of to observe if drippings are clear. One 
felt or wad of absorbent cotton to insure or two drops caught* upon white filter 
even distribution of the dropping sol- paper should leave but a light stain. 



Fig* 2. — Extraction Apparatus for Analysis of 50 to SOO-g. Samples. 

vent j thus preventing it from forming a . . . (b) The drying and weighing of the 

channel through the sample. The has- basket, burning off of the solution for 
ket shall be suspended in the extractor correction, and the sifting of the mineral 
and ISO to 200 ml of poured over aggregate shall be carried on exactly as 
the felt or cotton, :■ The condenser, shall in the case of the smaller sample as .de- 
be placed over the top and water circu- ' scribed in Section 4, except that in: sift- 
lated through it. Current shall be ing mineral aggregates containing coarse 
started through the electric lamp under- stone, it is well to remove the stone by 
neath the extractor and the extraction putting the mineral aggregate first 
carried on exactly as in the smaller glass through a Ho. 10 (2000-micron) sieve, as 
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the large stone would injure the No. 200 
(74-microii) sieve. 

(c) The stone removed by the No. 10 
sieve may be sieved through i-in., l-in., 
and coarser sieves in order, as described 
in the Standard Method C 136/ and the 
fine material passing the No. 10 sieve 
through: No. 200 and coarser sieves in 
order, all amounts passing any one sieve 
and retained on the next finer one being 
reported as percentage of the original 
sample. Thus the ' ingredients of the 
mixture may be roughly separated by the 
use of ^ the proper size ■ sieves, and ex- 
amined, for physical and chemical 
characteristics. 

Note.— The siftings passing the No. 200 
(74-micron) sieve will consist largely of the 
dust or pulverized rock used in the mixture. 
The material between the No. 100 (149-niicron) 
and the No, 10 (2000-micron) will consist 
largely of the sand used in the mixture, with 
any particles of fine crushed stone within these 
limits that existed in the original materials. 
Gravel or broken stone as a rule will be larger 
than No. 10 or No. 8 (2380-micron). 

Recovery and Examination of Extracted 

Bitumen® 

6. Recovery and preparation for test 
of the bituminous matter soluble in pure 
benzol shall be made in accordance with 
' the Tentative Method of Test for Hot 
Extraction of Asphaltic Materials and 
Recovery of Bitumen by the Modified 
Abson Procedure (A.S.T.M. Designa- 
tion: D 762).^ . 


Solubility of Aggregate, in Hydrochloric' 

Acid 

7. When the mastic is to be used for 
acid-proof floors, tank linings, „ etc., pul- 
verized silica a,nd other materials insolu- , 
ble in acid are used in preparing., the, 
mixture. The most important chemical 
property, . therefore, is solubility or in- 
solubility in mineral adds. This de- 
termination may be carried out in the 
following manner: 

Dry to constant weight ’ at 325 F.' 
about 2.5 g. of the dust, or of the coarser 
material, or stone which has been previ- 
ously pulverized in a mortar. Th,e loss 
will represent any moisture that may 
have been retained in the material as 
well as any absorbed solvent that may 
not have been expelled while drying the 
sample after extraction. Place 1 g. of 
the dried sample in a 250~mL beaker, 
cover with a watch glass and add 10 ml. 
of c. p. HCl (sp. gr. 1.18), dilute with 
50 ml. of distilled water. Break up any 
lumps by means of a glass stirring rod. 
Note any effervescence which may occur. 
If considerable effervescing takes place, 
the sample may be said to be carbonate. 
If all the sample, or practically all, dis- 
solves, the determination need not be 
carried further. If apparently insoluble, 
heat it carefully and boil for 15 min., and 
filter through a tared Gooch filter, and 
wash the insoluble residue with hot 
water. Ignite and weigh and report the 
loss as the percentage soluble in hydro- 
chloric acid. 


® Editorially revised in October, 1946. 



Sta7tdard Method of Test for 

COARSE PARTICLES IN MIXTURES OF ASPHALT AND 
MINERAL MATTER! 



A.SoT.M, Designation: D 313 - 41 
Adopted, 1941 A 

Reapproved in 1944 Without ChangOo 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 313; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the pro» 
cedure for determining the amount of 
particles of mineral or other insoluble 
matter in asphaltic mixtures that are re- 
tained upon a No. 200 (74-micron) sieve. 

Sampling 

2. The material shall be sampled in 
accordance with the Tentative Methods 
of Sampling Bituminous Materials (A.S. 
T.M. Designation: D 140) of the Ameri- 
can Society for Testing Materials.® 

Preparation of Sample 

3. The sample as received shall be 
completely melted in an oven at the 
lowest possible temperature, stirred well 
to insure homogeneity, and samples for 
test taken immediately. . 

Apparatus , 

4. {<£) The apparatus shall consist 

s Under tie standardization procedure of tie Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-8 on Bituminous Waterproofing and Roofing 
Materials. 

.. ,51 Pr.ior to adoption as ' standard, these ■ specifications 
were published as tentative from 1929 to 1941, being re- 
vised in 1935 and 1937. 

. ■ '®: Appears in this publication, see Contents m Numeric 
Sequence of A.S,.T.M. Designations at front. of book.. 


either of a 3-in. No. 200 (74-micron) 
sieve or, a crucible sieve, If in. in di- 
ameter at the top and in. in diameter 
at the bottom containing a No. 200 
(74-micron) sieve. The sieve shall con- 
form to the Standard Specifications for 
Sieves for Testing Purposes (A.S.T.M. 
Designation: E 11) of the American So- 
ciety for Testing Materials.® 

if) A 3-in. No. 200 (74-micron) sieve 
for comparison purposes shall be re- 
tained in the laboratory as a standard. 
Whenever a new sieve is secured, a prac- 
tical test of its accuracy should be made 
by running on it, and on the standard 
sieve, a comparison test, using powdered 
mineral matter that has a considerable 
percentage of coarse particles. A re- 
serve stock of such powdered mineral 
filler should be kept for this purpose. 

Procedure 

5. (a) The sieve shall be dried in an 
oven at 105: to 110 C., cooled, and then 
weighed on an analytical balance, the 
weight being recorded to the nearest 
1 mg. 
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(&) A sample of the asphalt sufficient 
to yield about 1 g. of ■ mineral matter 
shall be weighed into a 400-mL beaker. 
Then carbon disulfide, carbon tetra- 
chloride, or; benzol shall be added and 
the mixture warmed until the asphalt is 
entirely dissolved. The solution ob- 
tained shall be ■ poured through the 
weighed sieve, and the residue in the 
beaker shall be washed onto the sieve, 
using the solvent employed. 

(c) The sieve containing the residue 
shall be washed with a fine jet of the 
solvent from a wash bottle until free 


from asphalt and fine mineral matter, 
then dried, tapped lightly to , remove 
any fine . mineral matter held on the 
wires, and weighed. During the wash- 
ing, the sieve shall be held so that, the 
liquid will drain through readily. 

Calculation 

6. The percentage of coarse particles 
in the mineral matter shall be calculated 
from the weight of the sample taken, the 
percentage of matter insoluble in carbon 
disulfide, and the weight of the residue 
retained on the sieve. 



Standard Method of Test for 

SIEVE ANALYSIS OF GRANULAR MINERAL SURFACING 
FOR ASPHALT ROOFING AND SHINGLES* 



A.S.T.M. Designation; D 451 - 40 
Adopted, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 451; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, This method is intended for the 
sieve analysis of granular mineral sur- 
facing material, such as crushed slate, 
stone, etc., used on the weather surface 
of prepared asphalt roofing and shingles. 

Apparatus 

2. {a) Sieves . — A set of consecutive 
sieves of the series listed in Table I, 
conforming to the Standard Specifica- 
tions for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) of the 
American Society for Testing Mate- 
rials,^ shall be used. The group of 
sieves selected shall include those appro- 
priate to the grading of the granular 
mineral to be subjected to sieve analysis. 
Sieves of either the coarser or finer 
openings, on which less than 0.05 per 
cent of the weight of the sample of the 
particular material would be found 
after sieving, need not be included in 

i Under tile standardization procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee D-S on Bituminous Waterproofing and Roofing 
Materials, 

3 Prior to adoption as standard, this method was pub- 
ished as tentative from 1937 to 1940. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Besignations at front of book. 


the set. The wire cloth for these sieves 
shall be woven (not twilled) from brass, 
bronze, or other suitable wire, and shall 
be mounted wdthout distortion in circu- 
lar frames, 8 in. (20.32 cm.) in diameter 
and about 2 in. (S cm.) between the top 
of the frame and the cloth. 

(b) Sieve Shaker . — A mechanically 
operated sieve shaker, which imparts to 
the set of sieves a rotary motion and 
tapping action of uniform speed, shall 
be used. The number of taps per 
minute shall be between 140 and 160. 
The sieve shaker shall be fitted with a 
hard maple plug to receive the impact 
of the tapping device. The entire ap- 
paratus shall be rigidly mounted by 
bolting to a solid foundation, preferably 
of concrete. 

(c) Sample Splitter —A sampler 

with I t)r |-in. divisions, ' for reducing 

. the gross sample to the quantity re- 
quired for the sieve analysis, shall be 

' used. 

. Unit for Sampling 

' 3. Each carload : of mineral, granules 
shallhe considered the unit for sampling, 

740 
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except that where a carload includes 
more than one kind of granular sur- 
facingj the entire quantity of each' kind 
in the car shall be considered the unit 
for each kiiidj respectively. ■ 

CoHection of Gross Sample 
, 4. (a) 'In collecting the gross sample 
from a carload of ■ mineral granules 
shipped in bulk, eight equal increments 
of not less than 2 lb. each shall be taken 
from the material at the exposed surface 
of the car. A conical excavation about 
1 ft. in depth shall be made at each 
sampling point and the sample taken 


sist of equal increments of not less than 
2 lb. from each of the bags taken for 

sampling. 

(c) Where the mineral granules are 
being loaded or unloaded' by conveyor 
or chute the gross 'Sample shall' prefer- 
ably be collected by taking equal incre- 
ments from the stream at regular time 
intervals, with such frequency that the 
total weight of the gross sample will be 
not less than 16 lb. Increments shall 
be taken from the full width and thick- 
ness of the stream, preferably, if prac- 
ticable, by inserting a suitable container 
into the stream. 


TABLE I.-NOMINAL DIMENSIONS, PEMISSIBLE VARIATIONS, AND LIMITS FOR WOVEN WIRE CLOTH 

OF STANDARD SIEVES. 


Size or Sieve Designation 

Sieve Opening 

Permissible 
Variation 
in Average 
Opening, 
per cent 

Permissible 

Variation 

in 

Maximum 
Opening, 
per cent 

Wire Diameter 

mm. 

. . i 

1 . in. 

i (aj-rrox. | 
equiv ’ten s)| 

, mm. 

in. 

i (approx, 

equivalents) 

3360 micron (No. 6) 

3.36 

0.132 1 

d=3 

H 

-10 i 

0,87 to 1.32 

0.034 to 0.052 

2380 micron CNo. 81 

2.38 

0.0937 

±3 

H 

-10 

0.74 to 1.10 

0.0291 to 0.0433 

1680 micron (No. 12) 

1.68 

0.0661 

±3 

H 

-10 

0.62 to 0.90 

0.0244 to 0.0354 

1190 micron (No. 16) 

1.19 

0.0469 

±3 

H 

-10 

0.50 to 0.70 

0.0197 to 0.0276 

840 micron (No. 20) 

0.84 

0.0331 

d=5 

H 

-15« 

0.38 to 0.55 

0.0150 to 0.0217 

590 micron (No. 30) 

0.S9 

0.0232 

d=S 


-15« 

0.29 to 0.42 

0.0114 to 0.0165 

420 micron (No. 40) 

0.42 

0.0165 

dbS 


-25^ 

0.23 to 0.33 

0.0091 to 0.0130 

297 micron (No. 50) 

0.297 

0.0117 

. ±5 

j 

-25« 

0.170 to 0.253 

0.0067 to 0.0100 

210 micron (No. 70) 

0,210 

0.0083 

d=S 

- 

1-25“ 

0.130 to 0.187 

0.0051 to 0.0074 

149 micron (No. 100) 

0.149 

0.0059 

=fc:d 

- 

-40“ 

0.096 to 0.125 

0.0038 to 0.0049 


^ Not more than 5 per cent of the openings shall exceed the nominal opening by more than one half of the permis- 
sible variation in maximum opening. 


from, the bottom of the excavation. 
The eight , sampling points shall be 
located as shown in Fig. 1. 


0 0 . . 

: j' .--(9- j- ^ ■■ 

^ 

.. 

U - 1-- i engfh of Car 



Fig.. 1. —Location of Sampling Points from 
Surface of Car. 


{h) In collecting the gross sample 
from a carload of mineral granules 
shipped ill bags, a number of bags shall 
be selected at random, equivalent to the 
cube root of the total number of bags- 
in the car. The gross sample shall con-- 


Reduction of Gross Sample 

5- The gross sample shall be reduced 
by rifSing or hand-quartering to not 
less than 500 g. (1.1 lb.). 

Size of Test Sample 

6. The entire sample obtained from 
reduction of the gross sample, shall be 
weighed with an accuracy of not less 
than 0.1 -g., and taken for' the sieve ■ 
analysis. 

Sieve Analysis . 

- 7. {a) The ' group of sieves selected 
from the series listed in Table I shall 
be assembled in consecutive order as to 
size of openings, - with the sieve having 
the- largest openings at the top and the 
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one with the, smallest openings at the 
bottomj the assembly being completed 
by a solid collecting pan below the 
bottom sieve. The test sample, previ- 
ously weighed (Section 6), shall be 
placed on the top sieve and this sieve 
closed with a solid cover. The sieve 
assembly shall then be securely fastened 
in a suitable mechanical sieve shaking 
device (Section 2 (6)), 

(b) The sample shall be passed 
through the sieves of the series selected, 
by subjecting it to the action of the 
sieve shaker for a period of IS min. 
Since granular mineral surfacing mate- 
rials usually have been subjected to 
grading by screens in the process of 
manufacture and hence separate rapidly 
into their sieve fractions, an end point 
determination is not considered 
necessary. 

(c) The portion of the sample re- 
tained qn each of the sieves and on the 
pan shall be carefully removed and 
weighed with an accuracy of not less 
than 0.1 g. 

Report 

8. The results of the sieve analysis 
shall be reported to the nearest 0.1 per 


cent (omitting the results on those sieves 
on which less than 0.05 per cent of the 
total “Weight of the test sample was col- 
lected), as follows: 


Retained on Sieve 

3360-micron (No. 6) . . . 
2380-micron (No. 8) 
1680-micron (No. 12) 
1190-micron (No. 16) 
840-mlcron (No. 20) 
590-micron (No. 30) 
420-micron (No. 40) 
297-micron (No. 50) 
210-micron (No. 70) 
149-micron (No. 100) 

Total 


Passing Sieve Per Cent 


3360-microii (No. 6) 
2380-micron (No. 8) 
1680-micron (No. 12) 
1190-micron (No. 16) 
840-micron (No. 20) 
S90-micron (No. 30) 
420-microii (No. 40) 
297-micron (No. 50) 
210-micron (No. 70) 
149-micron (No. 100) 


The sum of the sieve weight percent- 
age fractions, reported as above tabu- 
lated, shall be not less than 99.5 per 
cent, that is, the total loss and error in 
the sieve analysis shall not exceed 0.5 
per cent. 


Reproducibility of Results 

9. Duplicate determinations by the 
same operator, using the same sieves, 
shall check within 1 per cent of the total 
weight of the sample, for the portion of 
the sample retained on each sieve and 


on the pan. 



Standard Method of Test for 

SIEVE ANALYSIS OF NONGRANULAR MINERAL SURFACING 
FOR ASPHALT ROOFING AND SHINGLES* 



AoS.T.M, Designation: D 452 - 40 
Adopted, 1940.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D452; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method is intended for the 
sieve analysis of nongrannlar mineral 
surfacing material, such as mica, talc 
and other powdered or flaky mineral 
particles, used on the weather surfaces 
of prepared asphalt roofing and on the 
non-weather-exposed surface of asphalt 
shingles. 

Apparatus 

2. {a) Si&DeSi — A set of consecutive 
sieves of the series listed in Table I, con- 
forming to the Standard Specifications 
for Sieves for Testing Purposes (A.S. 
T.M. Designation: E 11) of the Ameri- 
can Society for Testing Materials,^ shall 
be used. The group of sieves selected 
shall include those appropriate to the 
grading of the nongranular mineral to 
be subjected to sieve analysis. Sieves 
of either the coarser or finer openings, 
on which less than 0.05 per cent of the 

^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-8 on Bituminous Waterproofing and Roofing 
Materials. ... 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1937 to 1940. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


weight of the sample of the particular ma“ 
terial would be found after sieving, need 
not be included in the set (Note). The 
wire cloth for these sieves shall be woven 
(not twilled) from brass, bronze, or other 
suitable wire, and shall be mounted with- 
out distortion in circular frames, 8 in. 
(20.32 cm.) in diameter and about 2 in. 
(5 cm.) between the top of the frame 
and the cloth. 

Note. — For relatively coarse or flaky mate- 
rials, such as coarse mica, sieves from 1190 
to 210-microii (Nos. 16 to 70) inclusive, will 
usually be found suitable; for finer surfacing 
materials, such as fine mica or talc flour, sieves 
from 590 to 74-micron (Nos. 30 to 200) in- 
clusive, will usually give a satisfactory sieve 
analysis. 

(6) Sie^e , Shaker.— K mechanically 
operated sieve shaker, which imparts 
to the set of sieves a rotary motion and 
tapping action of uniform speed,: shall be 
used. The number of taps per minute 
shall be between 140 and 160. The 
sieve shaker shall be fitted with a hard' 
maple plug to receive the impact of the 
tapping device. The entire apparatus 
shall be rigidly mounted by bolting to 
743 
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a solid ' fouudatioa^ preferably of con- 
crete, ,, 

(c)' Sample SpUUer . — A riffle sampler 
with I or f-in, divisions^ for reducing 
the gross sample to -the quantity re- 
quired for the sieve analysisj shall be 
used. 

Unit for Sampling 

3, Each carload of nongranular' min- 
eral surfacing shall be considered the 
unit for' sampling. 

Collection of Gross Sample 

4. (a) In collecting the gross sample 
from a carload of nongranular mineral 


sorted into the mass at the bottom of the 
excavation. 

Reduction of Gross Sample . 

5. The gross sample shall be reduced 
by riffling or hand-quartering to not less 
than 100 g, (0.22 lb.). 

Size of Test Sample . 

6. The entire sample obtained from 
reduction of the gross sample, shall be 
dried at least 2 hr. in an oven at 220 F., 
weighed with an accuracy of not less 
than 0.1 g., and taken for the sieve 
analysis. 


TABLE I.-NOMINAL DIMENSIONS, PERMISSIBLE VARIATIONS, AND LIMITS FOR WOVEN WIRE CLOTH 

OF STANDARD SIEVES. 


Size or Sieve Designation 

Sieve Opening 

Permissible 

Variation 

Permissible 

Variation 

Wire Diameter 

' 1 

mm. 

in. 

(approx. 

equivalents) 

in Average 
Opening, 
per cent 

in 

Maximum 
Opening, 
per cent 

mm. 

in. 

(approx 

equivalents) 

1680 microa (No. 12) — ... 

1.68 

1 0.0661 

=1=3 

+10 • ’ 

0.62 to 0,90 

0.0244 to 0.0354 

1190 Hiicron (No. 16) 

1.19 

0.0469 

=1=3 

+10 

0.50 to 0.70 

0.0197 to 0.0276 

840 micron (No. 20) 

0.84 

0.0331 

±5 

+15® 

0.38 to 0.55 

0.0150 to 0.0217 

S90 micron (No. 30) 

0.59 

0.0232 

dbS 

+15® 

0.29 to 0.42 

1 0.0114 to 0.016S 

420 micron (No. 40) 

0 42 

0.0165 

=b5 

+25® 

0.23 to 0.33 

1 0.0091 to 0.0130 

297 micron (No. 50) 

0.297 

0,0117 

=1=5 

+25® 

0.170 to 0.253 

0.0067 to 0,0100 

210 micron (No. '70) 

0.210 

0.0083 

=fc5 

+25® 

0.130 to 0.187 

1 0.0051 to 0.0074 

149 micron (No, 100) ....... 

0.149 

0,0059 

=b6 

+40® 

0.096 to 0.125 

1 0.0038 to 0.0049 

74 micron (No. 200) 

0.074 

0.0029 

±7 

+60® 

0.045 to 0.061 

0,0018 to 0.0024 


® Not more than 5 per cent of the openings shall exceed the nominal opening by more than one half of the permissible 
variation in maximum opening. 


surfacing shipped in bags, a number of 
bags shall be selected at random equiva- 
lent to the cube root of the total number 
of bags in the car.. The gross sample 
shall consist of equal increments of not 
less than 0.5 lb. from each of the bags 
taken for sampling. 

(b) In collecting the gross sample from 
a carload of nongranular mineral surfac- 
ing material shipped in bulk, at least 
eight equal increments of not less than 
0.5 ib, each shall be taken from well dis- 
tributed points in the mass, using a 
sampling tube not less than -'1 in. - in 
diameter, A conical excavation about 1 
ft. in depth shall be made at each sam- 
pling point and/ the; sampling /tube , in-' 


Sieve Analysis 

7. (a) The group of sieves selected 
from the series listed in Table I shall 
be assembled in consecutive order as to 
size of openings, with the sieve having 
the largest openings at the top and the 
one with the smallest openings at the bot- 
tom, the assembly being completed by a 
solid collecting pan below the bottom 
sieve. The test sample, previously 
weighed (Section 6), shall be placed on 
the top sieve and this sieve closed with 
Bolid cover: The sieve assembly shall 
then be securely fastened in a suitable 
mechanical sieve shaking device (Sec- 
tion 2 (5)). 
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(6) The sample shaE be passed 
through the sieves of the series selected, 
by subjecting it to the action of the sieve 
shaker for a period of 20 min. At the 
end of this, 'period the' coUecting pan, 
containing the portion of the material 
passing the finest sieve of the group se- 
lected, shall be removed from the sieve 
assembly and the contents weighed with 
an accuracy of not less than 0.1 g. The 
coUecting pan shaU then be re-assembled 
with the sieves, as before, and the shak- 
ing continued for an additional 10 min. 
At the end of this additional shaking 
period the collecting pan shall be re- 
moved and the contents weighed. If the 
additional material passing the finest 
sieve during this second shaking period 
does not exceed 0.5 per cent of the total 
weight of the sample, the sieve analysis 
shall be considered complete. If it does 
exceed 0.5 per cent, the coUecting pan 
and sieves shall be re-assembled and 
shaken for successive additional 10-min. 
periods, weighing the material collected 
in the pan after each period of shaking, 
until the amount passing the finest sieve 
in a 10-min. shaking period is less than 
0.5 per cent of the weight of the sample. 

(c) The portion of the sample retained 
on eacli of the sieves and on the pan shaU 


be carefuUy removed and weighed with 
an accuracy of not less „ than, 0.1. g. 

Report 

8 . The' results of the sieve ,analysis 
shall be reported to the nearest ,0.1, per 
cent (omittmg the results on those sieves, 
on - which less than 0.05 per cent of the 
total weight of the test sample was col- 
lected), as follows: 

Retained on Sieve Massing Sieve Fer Cent 

1680-mxcron (No. 12) ............ 

1190-iRicron (No. 16) idSO-micron (No. 12) ............ 

840-micron (No. 20} 1 190-micron (No. 16) ............ 

590-micron (No. 30) 840-micron (No. 20) 

420-micron (No. 40) 590-micron (No. 30) 

297-micron (No. 50) 420-raicron {No. 40) 

210-micron (No. 70) 297-micrQn (No. SO) ............ 

149-micron (No. 100) 210-micron (No. 70) 

74-micron (No. 200) 149-micron (No. 100) 

74-micron (No. 200) 

Total 

The sum of the sieve weight percent- 
age fractions, reported as above tabu- 
lated, shaU be not less than 98.5 per 
cent, that is, the total loss and error in 
the sieve analysis sliali not exceed 1.5 
percent. 

Reproducibility of Results 

9. Duplicate determinations by the 
same operator, using the same sieves, 
shall check wdthin 1 per cent of the- total 
weight of the sample, for the portion of 
the sample retained on each sieve and on 
the pan. 
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Standard Method of Test for 

KEROSINE NUMBER OF ROOFING AND FLOORING FELT 
BY THE VACUUM METHOD 1 



A.S.T.M. Designation: D 727 - 45 

Adopted, 1945.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 727; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test for the absorp- 
tive qualities of felt, expressed as kero- 
sine number, is applicable to felts used 
in the manufacture of roofing and floor- 
ing. 

Note. — ^The kerosine number of a felt, as 
determined by this method, is based on the 
relation between the specific gravity of the 
kerosine used and the specific gravity of water 
(1.00). To obtain the relation between the 
saturating capacity of the felt and any bitumi- 
nous saturant to be used with the felt, the specific 
gravity at 77 F, (25 C.) of the bitumen shall be 
determined in accordance with the Standard 
Method of Test for Specific Gravity of Road 
Oils, Road Tars, Asphalt Cements, and Soft 
Tar Pitches (A.S.T.M. Designation: D 70) of 
the American Society for Testing Materials,^ and 
that figure multiplied by the “kerosine number” 
of the felt, and expressed as a percentage figure. 

Kerosine Number 

2, The kerosine number' of roofing 
and flooring felt is calculated from the 

^ Under the standardization procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee D-6 on Paper and Paper Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1943 to 1945. 

* See p, 613. 


maximum weight of a kerosine oil, of 
known specific gravity, retained by the 
felt after displacement of all the air from 
the interior voids. It is a measure of 
the amount of saturant which a given 
felt will absorb. 

Apparatus 

3. The apparatus shall consist of the 
following; 

{a) Balance. — Analytical balance, 

sensitive to 1 mg. 

(b) Oven. — ^Laboratory oven, steam 
or electrically heated and capable of 
maintaining a temperature between 220 
and 225 F., inside dimensions to be not 
less than 12 by 12 by 12 in. 

(c) IVeighing Contaimr. — ^Lightweight 
glass or metal container with tight- 
fitting cover for weighing the specimens, 
and of a suitable size to hold the speci- 
mens in a horizontal position without 
bending or distorting them. , 

(d) Thermo~Hydrometer,‘--Ghis$ hy- 
drometer and thermometer combined, 
also E' glass hydrometer cylinder as 
prescribed in : the Standard,, Method of 
Test , for Gravity \ of Petroleum , and. 
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Petroleum Products by Means of the 
Hydrometer (A.S.T.M. Designation: D 
287) of the American Society for Testing 

Materials.^ 

(e) VacMUfu Pump,— A vacuum 
pump capable of reaching and main- 
taiiiing a vacuum of not less than 28 in. 
of mercury in the test cylinder. 

(y) ^ dcuwffi CylifidcT , — A glass vessel 
: of , approximately 1500 cu. cm. capacity 
for soaking the felt specimens in kerosine 
under vacuum. 

: (^) Desiccator— k desiccator of size 
suitable for cooling felt strips in the 
weighing containers. 

Kerosine 

4. The water- white kerosine used in 
the test shall have a specific gravity be- 
tween 0.776 and 0.825 at 25 C. (77 F.). 

Test Specimens 

5. Six representative specimens each 

measuring 2 | in. by 5 db | in. in size 

shall be selected from the felt to be 
tested. The specimens shall be cut 
with the 5-in. side running parallel to 
the machine direction of the sheet. 

Procedure 

6. {a) Place the test specimens in the 
tared weighing container and expose 
them, uncovered, for not less than 1 
nor more than 2, hr. in the oven, the 
interior of which is maintained uniformly 
at a temperature between 220 and 225 F. 
The specimens shall be kept flat; they 
shall not be folded, rolled, or in any way 
distorted. Handle the six specimens as 
a unit in all of the following operations. 

{b) Remove the specimens from the 
oven in the weighing container and 
place, still uncovered, in the desiccator 
to cool 

(c) Rapidly seal the weighing con- 
tainer with Its cover and weigh the 
container and included specimens on the 


. analytical balance to the nearest 10 mg. 
Calculate the . net weight of the dry, 

specimens. 

(d) Insert a wire hook in one corner of 
the specimens and immerse them at once 
in a vertical positio,ii in 1 liter .of. kerosine 
at 25 zb 1 C. (77 dr 1.8 F.) m the glass 
vacuum vessel. Apply' a vacuum of not; 
less than 28 in. of mercury to the vessel 
containing the specimens and hold them 
under that condition for IS min., or 
until the bubbles cease to come from 
the specimens, whichever period is the 
longer. Remove the specimens, from, 
the kerosme and permit them to drain 
in the machine direction of the felt 
fibers for 3 min. zb 1 sec., allowing the 
lower corner of each specimen to touch 
the edge of the kerosine container. 

(e) Return the specimens to their 
weighing container, seal with its cover, 
and determine and record the combined 
weight of the specimens and the kerosme 
which they have absorbed. 

(/) Determine the specific gravity at 
25 C. (77 F.) of the kerosine used in the 
test in accordance with the Standard 
Method of Test for Gravity of Petroleum 
and Petroleum Products by Means of 
the Hydrometer (A.S.T.M. Designation: 
D 287) of the American Society for 
Testing Materials.^ 

Calculation and Report 

7. (a) Calculate the kerosine number 
of the specimens as follows: 

Kerosine number ^ “ 1^ X X 100^ 

where: 

a = weight of dry felt, 
b = weight of felt plus absorbed kero- 
sine, and 

g == specific gravity of kerosine at 25 C. 
(77 F.) ;■ 

(b) Report , the results of , the „ 

kerosine number determinations to three . 
significant' figures, : 


<^1946 Book of A.S.T.M. Staadards, Part HI-A. 


Standard Specifications for 
WOODEN PAVING BLOCKS FOR EXPOSED PAVEMENTS^ 



A.S.T.M. Designation: D 52 - 20 
Adopted, 1920.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 52; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover wooden 

paving blocks for pavements exposed to 
alternate wet and dry conditions, as 

distinguished from pavements which are 
used under cover and protected from 
atmospheric influences. 

End of Timber 

2. The wood, which shall be treated, 

shall be southern pine, Douglas fir, 

tamarack, Norway pine, hemlock, or 

black gum. Only one kind of wood 
shall be used in any one contract. The 
blocks shall be sound; shall be well manu- 
factured, square-butted, and square- 

edged; and shall be free from unsound, 
loose, or hollow knots, knot holes, worm 
holes, and other defects such as shakes, 
checks, etc. that would be detrimental 
to the blocks. ■ ' 

Quality of Timber 

3. (a) Ntmiber of Annual Rings , — 
The number of annual rings in the Tin. 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
TM. Committee D'7 on Wood. 

s Prior to adoption as standard, these specifications 
were published as tentative from 1918 to 1920, oeing revised 
in 1920. Editorially revised and rearranged in 1939. 


which begins 2 in. from the pith of the 
block shall not be less than six, measured 
radially; provided, however, that blocks 
containing between five and six rings 
in this inch shall be accepted if they 
contain 33| per cent or more summer- 
wood. In case the block does not con- 
tain the pith, the 1 in. to be used shall 
begin 1 in. awray from the ring which is 
nearest to the heart of the block. 

{b) II eartwood,— The blocks in each 
charge shall contain an average of at 
least 70 per cent of heartw^ood. No one 
block shall be accepted that contains 
less than 50 per cent of heartwood. 

Size of Blocks 

4. The blocks shall be from 5 to 10 
in. in length, but should preferably 
average two times the depth; they shall 
be .... in. in depth.® They, may be 
from 3 to 4 in. in width, but in any 
one city square all of them shall be of 
uniform width. Permissible variations 
from the specified dimensions shall not 

® It is recommended that blocks 4 in. in depth be used 
for streets with very heavy traffic, and blocks 3} 2 in. in 
depth for streets with moderate traffic. For streets with 
li^ht traffic, blocks 3 in. in depth may be used, but where 
S-m. blocks are used no block shall be longer than S in . 
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exceed in depth and | in. in 

width, except that in all cases the width 
shall be greater or less than the depth 
by at least i in. 

Preservative 

5. The preservative used shall be 
coal tar paving oil or distillate oil, as 
specified by the purchaser. 

Preservative Treatment 

6. (a) The timber may be either air- 
seasoned or green, but should preferably 
be treated within three months from the 
time it is sawed. Green timbei: and 
seasoned timber shall not be treated 
together in the same charge. The blocks 
shall be treated in an airtight cylinder 
with the preservative specified by the 
purchaser. In all cases, whether thor- 
oughly air-seasoned or green, they shall 
be first subjected to live steam at a 
temperature between 220 and 240 F.^ 
for not less than 2 nor more than 4 hr. 
at the discretion of the treating plant 
operator, after which they shall be 
subjected to a vacuum of not less than 
22 in. maintained for at least 1 hr. 
While the vacuum is still on, the pre- 
servative oil, heated to a temperature of 
between 180 and 220 F., shall be run in 
until the cylinder is completely filled, 
care being taken that no air is admitted. 
Pressure shall then be gradually applied 
not to exceed 50 psi. at the end of the 
first hour nor 100 psi. at the end of the 
second hour, and then maintained at not 
less than 100 psi. nor more than 150 psi. 
until the wood has absorbed the re- 
quired amount of oil® 

(b) After this a supplemental vacuum, 
in which the maximum intensity reached 
is at least 20 in. and the time the vacuum 

4 In no case shall a steam pressure o,f 20 psi. be. ex- 
ceeded. 

6 xhis treatment is recommended for southern pine only. 
It is probably also suited to Norway pine, hemlock, black 
gum» and tamarack, but not to Douglas fir. Further 
recommendations on the treatment of these species are 
reserved for the future. 


is applied not less than 30 min.,, shall be 
applied. If desired, A.Ms vacuum may 
be followed by a .short, steaming' period. 

Penetration of Preservative ■ - 

7. In any charge, blocks, shall contain 
at least 16 lb. of water-free oil per cubic 
foot of wood at the completion of .the 
treatment. The blocks after treatment 
shall show satisfactory penetration of the 
preservative, and in all cases the oil 
shall be diffused throughout the sap- 
wood. To determine^ this, at least 25 
blocks shall be selected from various 
parts of each charge and sawed in half 
perpendicular to the fibers through the 
center, and if more than one of these 
blocks show untreated sapwood, the 
charge shall be re-treated. After re- 
treating, the charge shall be again sub- 
jected to a similar inspection. 

Handling Blocks After Treatment 

8. Blocks shall preferably be laid in 
the street as soon as possible after being 
treated. If they cannot be laid immedi- 
ately, provision shall be made to prevent 
them from drying out by stacking in 
close piles and covering them, and, if 
possible, by sprinkling them thoroughly 
at intervals. In any case, when they 
are not laid as soon as they are received 
at the site of the work, they shall be well 
sprinkled under the direction of the 
purchaser about two days before being 
■laid. It is important to have the wood 
sufficiently wet to be sw^^elled to its 
maximum size before it is laid. 

Inspection at Plant 

■ '9. All material prescribed in these 
specifications and processes used in the 
manufacture of the blocks therefrom 
shall be subject to inspection, accept- 
ance, or rejection at the plant of the 
manufacturer, which shall be equipped 
..with all the necessary gages, appliances, 
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and .^ facilities to enable the inspector to 
satisfy himself that the requirements of 
the specifications are being fulfilled, 

. Inspection at Site of Work 

■ 10,. The purchaser shall have the fur- 
ther right to inspect the blocks after 


delivery at the site of the work, for the 
purpose of rejecting any blocks that do 
not conform to these specifications; ex- 
cept that the inspections at the plant 
shall be final with respect to the kind of 
wood, number of rings per inch, oil, and 
treatment. 




APPRO¥EI> AS , 

AmRICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.J 07-1939 


Standard SpeciJicaHons for 

STRUCTURAL WOOD JOIST AND PLANK, BEAMS AND 
STRINGERS, AND POSTS AND TIMBERS* 



A.S.T.MuDesignation: D 245 - 37 
Adopted, 1937.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 245; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


These specificaiions were prepared jointly by the Americdn Railway 
Engineering Association and the American Society for Testing Materials 


General Requirements 

Applying to All Stress-Grades 
and Items 

Manufacture 

L All material shall be well manu- 
factured« 

Quality of Wood 

2. No piece of exceptionally light 
weight shall be permitted. 

Decay 

3. Only pieces consisting of sound 
wood free from any form of decay shall 
be acceptable, unless otherwise specified. 

Slope of Grain 

4. Slope of grain shall be measured 
over a distance sufficiently great to 
determine the general slope disregarding 
slight local deviations. Within the 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A,S,T.M. Committee D-7 on Wood, ' 


middle half of length of piece, slope of 
grain shall not be steeper than specified. 

Holes 

5. Knot holes and holes from causes 
other than knots shall be measured and 
limited as provided for knots. 

Cluster Knots 

6. Cluster knots and knots in groups 
shall not be permitted. 

Emots in Joist and Plank 

7. (a) Knots on Narroio Faces — 
Size of knot on a narrow, .face shall be 
taken as the width between lines/ en- 
closing the knot, and parallel to the 
edges of the piece. The only knots 
measured on narrow faces, except spike 
knots which cross the corners of side- 


2 Prior to their present adoption as standard, these 
specifications were published as tentative from 1926 to 
1927, being, re vised in 1927. They .were .adopted in 1927, 
revised in 1929, 1930, and 1933, but withdrawn and repub- 
lished as tentative from. 1936. to 1937. . Editorially revised 
and rearranged in 1939, ,, 
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cut, pieces^ siall.be those that do not' 
show on, wide faces. /' 

(b) Knots on Wide Faces » — Size of 
knot on a wide face shall be the average 
of its largest and smaEest diameters. 
,A spike knot which crosses a corner of a 
side-cut piece and contains the inter- 
section of the adjacent faces, or which 
extends entirely across a face of a piece, 
shall be measured only on its end or 
ends, between- lines parallel to the edges 
of the piece. 

{c) Permissible Increase in Knot Sizes, 
—-Size of knots on narrow faces and at 
edges of wide faces may increase pro- 
portionately from the size permitted in 
the middle third of the length to twice 
that size at ends of the piece. Size of 
knots on wide faces may increase pro- 
portionately from the size permitted at 
the edge to the size permitted along the 
center line. 

(d) Sum of Knots. — Sum of sizes of 
all knots within the middle half of the 
length of any face, measured as specified 
in Paragraph (a) or {b) for the face 
under consideration, shall not exceed 
four and one-half times the size of the 
largest knot allowed on that face. 

Knots in Beams and Stringers 

8. (a) Knots on Narrow Faces. — Size 
of knot on a narrow face shall be taken 
as the width between the lines enclosing 
the knot and parallel to the edges of the 
piece except that when a knot on a 
narrow face extends into the adjacent 
one-fourth- of. the -width of a wide face 
its least dimension shall be taken as its 
size. 

(^?) Knots on Wide Faces. — Size of 
knot on a wide face shall be its smallest 
diameter. Knots at the edges of wide 
faces shall be limited to the same sizes 
as on narrow faces but are measured as' 
specified in this paragraph. 

(c) Permissible Increase in Knot Size, 
— Size of knots on narrow faces and at 
the edges of wide faces may increase 


proportionately from the size permitted 
in the middle third of the length to 
twice that size at the ends of the piece, 
except that no knot shall exceed the size 
permitted along the center line of a wide 
face. Size of knots on wide faces may 
increase proportionately from the size 
.permitted -at the edge, to the size per- 
mitted along the center line. : 

(d) Sum of Knots. — Sum of sizes of 
all knots within the middle half of the 
length of any face, measured as specified 
in Paragraph (a) or (b) for the face under 
consideration, shall not exceed four 
times the size of the largest knot allowed 
on that face. 

Knots in Posts and Timbers 

9. (a) Knots on Either Face. — Size 
of a knot on either face shall be half the 
sum of its largest and smallest diameters. 
A spike knot which crosses a corner of a 
side-cut piece and contains the inter- 
section of the adjacent faces, or which 
extends entirely across a face of a piece, 
shall be measured only on its end or 
ends, between lines parallel to the edges 
of the piece. 

{b) Sum of Sum of sizes of 

all knots in any 6 in. of the length of 
piece, measured as specified in Paragraph 
(a), shall not be permitted to exceed 
twice the maximum permissible size of 
knot. Two knots of the maximum 
permissible size shall not be permitted 
in the same 6 in. of length on any face. 

Shakes, Checks, Splits in Joist and 

Plank and Beams and Stringers 

10. {a) Shakes, checks, and splits, 
when permitted in the grade specified 
later in these specifications, shall be 
measured at the .ends- of the piece. Only 
those within the middle, half., nf the 
height shall be considered. (The height 
equals the width of the wide face.) 
Size of shake is the distance between 
the lines enclosing the shake and parallel 
to the wide faces of ' the piece. Per- 
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missible size is determined" by the width 
of the narrow face of the piece. 

, (b) Checks and splits shall be meas- 
ured and limited in the same way as 
shakes. The following limitations apply 
to both ends but only within the middle 
half of the height of the piece and within 
three times ■ the height from the end. 
(The height equals the width of the, 
wide face.) Size of checks within this 
portion of the piece shall be taken as 
their estimated area, along the horizontal 
section showing maximum area, divided 
by three times the, height of the piece 
{Note). When checks on two parallel 
faces are opposite or approximately so, 
the sum of their sizes shall be taken. 
The sum of sizes of shakes, checks, 
and/or splits shall not exceed the per- 
missible size of shake. 

(c) Checks extending entire!}’ across 
the end within the middle half of the 
height shall not extend into the piece 
at the center of width of end a distance 
greater than the size of the allowable 
shake. 

Shakes, Checks, Splits in Posts and 

Timbers 

11. (a) Shakes, checks, and splits, 
when permitted in the grade specified 
later in these specifications, shall be 
measured at the ends of the piece. Size 
of a shake is the distance between the 
lines enclosing the shake and parallel 
to a pair of opposite faces. 

(6) Checks and splits shall be meas- 
ured and limited in the same way as 
shakes. Size of checks within three 
times the width of the piece from either 
end shall be taken as their- estimated 
area, along the longitudinal section 
showing maximum area, divided by 
three times the .width of the piece 
(Note). Sum of sizes of shakes, checks, 
and/or splits shall not nxceed the per- 
missible size of shake.. 

{c) Checks extending entirely across 


the end shaH not extend into the piece 
at the center of width -of end,., a distance 
greater than the size of allowable shake. 

Note. — A practical method of inspection- , in 
■the field to determine the size of checks and 
splits under the above specification is as follows; 

The size of checks within the specified portion 
of the piece shall be taken as the sum, of seven 
depth measurements, one on the end and three 
on each side, divided by three. Each measure- 
ment shall represent the greatest depth of any ' 
check within the center half of the height; the 
measurement on the end shall be taken at the 
center of the width, and the three measurements 
on each side shall be taken at distances, of one, 
two, and three times the height of the piece 
from the end in joist, plank, beams and stringers, 
and the width of the piece from the end in posts 
and timbers. Each measurement shall be deter- 
mined by the penetration into the piece of a 
probe in. in thickness and i in. in width. 

Optional and Additional ' . 

Requirements 

Applying to Stress-Grades when Heart- 

tvood or Wane, and When Density ■ 
and Close Grain Are Required 

Heartwood Requirements 

12. (a) When heartwood material is 
desired it shall be specified in terms of 
the amount or percentage of heartw-ood 
on the girth, or on each face, side, or 
edge, measured at the point where the 
greatest amount of sapwood occurs. 

{h) For all timber to be pressure 
treated there shall be no heartwood 
requirement and the amount of sapwood 
shall not be limited. 

Wane 

13. When wane is not desired, the 
specifications should state “Square 

Edge.” 

D ensity (when required) ' of Bense 

Douglas Fir .. 

14. {a) Dense' Douglas Fir shall aver- 
age on either one end or the other of 
each piece not less than six annual rings 
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per, inch, and^ in addition^ one-third, or 
more ..summerwood, (the ', darker, harder 
portion of the annual ring) measured 
over 3 in. on a line at right angles to the 
annual .rings, located as described below. 
The , contrast in color between .summer- 
wood, and springwood shall be distinct. 

(b) Coarse-grained material excluded 
by this rule shall be accepted as dense 
if 'averaging one-half or mote summer- 
v/ood. 

(c) In boxed-heart pieces the line 
shall run from the pith to the corner 
farthest from the .pith, except that when 
the line is not representative it shall be 
shifted suiSciently to present a fair 
average, but the distance from the pith 
to the beginning of the 3-in. portion of 
the line shall not be changed. When 
the least dimension is din. or less, the 
3-in. portion of the line shall begin at a 
distance of 1 in. from the pith. When 
the least dimension is more than 6 in., 
the 3-in. portion of the line shall begin 
at a distance from the pith equal to one- 
fourth the least dimension of the piece. 

(d) In side-cut pieces (pith not pres- 
ent) the center of the 3-m. portion of 
the line shall be at the center of the end 
of the piece; if a 3-m. portion of the line 
Cannot be obtained, the measurement 
shall be made over as much of a 3-m. 
portion as is available. 

(e) In case of disagreement, two radial 
lines shall be chosen and the summer- 
wood and number of rings shall be taken 
as the average on these lines. 

Density (when required) of Dense 

Longleaf' or Shortleaf Yellow Pine ' 

15. (a) Dense longleaf or shortleaf 
yellow pine shall average on either one 
end or the Other of each piece not less 
than ,., six annual, ^ rings per inch, and, in, 
addition, one- third or, more summerwood 
(the darker, harder portion of the 
annual ring), measured over the third, 
fourth, and fifth inches of a radial line 


from the pith. The contrast in color 
between summerwood and springwood 
shall be, sharp and the summerwood 
shall be dark in color, except in pieces 
having considerably above the minimum 
requirement for summerwood. 

(5) Coarse-grained material excluded 
by this rule shall be accepted as dense 
if averaging one-half or more summer- 
vrood. 

(c) The radial line shall be representa- 
tive of the average growth of the cross- 
section. In case of disagreement, two 
radial lines shall be chosen, and the 
number of rings per inch and percentage 
of summerwood shall be taken as the 
average determined on these lines. 

(d) In boxed-heart pieces the measure- 
ment shall be made over the third, 
fourth, and fifth inches from the pith 
along the radial line. 

(e) In material containing the pith, 
but not a 5-in. radial line, which is less 
than 2 by 8 in. in section or less than 
8 in. in width, that does not show over 
16 sq. in. on the cross-section, the in- 
spection shall apply to the second inch 
from the pith. In larger material that 
does not show a S-in. radial line, the 
inspection shall apply to the three inches 
farthest from the pith. 

(/) In cases where timbers do not 
contain the pith and it is impossible : to 
locate it with any degree of accuracy, 
the same inspection shall be made over^ 
3 in. on an approximate radial line be- 
ginning at the edge nearest the pith in 
timbers over 3 in. in thickness and on 
.the second' inch nearest the pith in 
timbers 3, in. ^or less in thickness. 

Close Grain (when required) of Close- 

Grained Douglas Fir, or Redwood, 

16. (a) Close-grained Douglas fir shall 
average on, either , one end or the^ other 
of each piece not dess than six nor more 
than twenty „ annual .rings per, inch; 
close-grained .redwood; shall, average on 
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either one end or the other of each piece 
not less than ten nor more than thirt}- 
five annual rings per inch. The rings 
shall be measured over 3 in. on a line 
at right angles to the annual rings, lo- 
cated as described below. 

(b) In boxed-heart pieces the line 
shall run from the pith to the corner 
farthest from, the pith except that when 
the line is not representative it shall be 
shifted sufficiently to present a fair 
average, but the distance from the pith 
to the beginning of the 3-in. portion of 
the line shall not be changed. When 
the least dimension is 6 in. or less, the 
3-m. portion of the line shall begin at a 
distance of 1 in. from, the pith. When 
the least dimension is more than 6 in., 


the -3-in, portion of the line shalb begin 
at a distance from the pith equal to one- 
fourth the least dimension cf the piece. 

(c) In side-cut pieces (pith not pres- 
ent). the center of the 3-in. portion of the 
line shall be at the center of the, end of 
the piece. If a 3-in. portion of, the line 
cannot be obtained, the measurement, 
shall be made over as much of a 3-iii. 
portion as is avaiiabie. 

(d) In case of disagreement, two radial: 
lines shall be chosen and the number of 
rings shall be taken as the average on 
these lines. 

(e) Pieces of Douglas fir averaging 
five rings, or more than twenty, shall be 
accepted if they contain one-third or 
more summerwood. 


STRESS-GRADES 
J. Joist and Flank 


f — Extreme fiber stress in bending in pounds per square inch for continuously dry locations. 

1800 lb. / Structural Joist and Plank 

Dense Douglas Fir (Coast Region) Dense Longleaf Southern Pine 

Dense Douglas Fir (Inland) Dense Shortleaf Southern Pine 


Slope of Grain . — 1 in 12. 

Knots . — Maximum permissible size in inches: 


Nominal 

On Narrow Face, 
OR at Edge op 

At Center 

Width of 

Wide Face, Middle 

Line of 

Fack, in. 

Third of Length 

Wide Face 

2 . . . 

. . f in.l 

On 


3 

. . 1 in. 

^Narrow 


4 . . . . 

1\ in. 

Face 


4 

i in. 

If in. 

6 

. . 1 in. 

At 

liin. 

8..... 

. . 1| in. 

Edge 

2| in. 

10 

. . If in. 

^of 

3| in. 

12 

. . 2i in. 

Wide 

3| in. 

14 

.. 2iin. 

Face 

4im. 

16..... 

. . 2J in.^ 


4| in. 

Shakes, Checks, Splits: 

Width of Narrow 
Face 

When When 

Green Seasoned 

1201b. Shear Grade (Mr) 



1 20 lb . Shear Grade (Pine) fa I 

Wane I Width of any 

face 
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1600 Ib. / Structural Joist and Plank 


Close-Guained Douglas Fra (Coast Region) 

Slope of Grain,—-! in 12. 

iCwote,— Maximum permissible size in inches:. 


On Narrow FacEj 

Nominal or at Edge op At Center 

WIDTH: OF Wide Face, . Middle Line of 

Face, IN. Third of Length Wide Face 

2. ....... ,, I iii,]0.n , 

. . 3 ...... . 1 in. KNarrow 

4. ....... . , IJ in.jFace , 


Dense Longleae Southern Pine' 
Dense Shortleaf Southern Pine 
Slope of Grain.— ~l in 12, ■ 

Maximum permissible size in inches: 
On Narrow Face„ 

Nominal or at Edge op At Center 

Width OP Wide Face, Middle Line of 
Face, in. . Thisd of Length , Wide Face. 

2. ..... . ' I , . .... . 

3 .. .... . If in. jNarrow ....... 

4. . .... . 1| m.jFace ...... 


4.,... 

s 

* ■ 4 

in.' 


a 

in. 

6.... 

.. 1 

in. 

.At- 

u 

in. 

8. .. . 

.. li 

in. 

Edge 

2i 

in. 

10. . 

.. n 

in. 

■of. .. 

3i 

in. 

12. . . . 

■ ■ 2i 

in. 

:Wide' 

3f 

in. 

14.... 

.. 2i 

in. 

jFace 

4i 

in. 

16. . 

.. 

in.. 


4J 

in. 


4. . . . 

7 

. . , '1 

in.’ 


u 

in. 

6.,.. 

.. li 
.. If 

in. 

At 

2i 

in. 


in. 

Edge 

3 

in. 

10,. 

.. 2i 

in- 

k 

3| 

in. 

12 , .. . ... 

.. 2i 

in. 

Wide 

4i 

,in. 

14. . . . 

.. 2| 

in. 

Face 

4| 

in. 

16.... 

.. 21 

in.. 


5| 

in. 


Width OF Narrow 
Face ■ 

■ WLen W’^heii ■ ' 
Shakes^ Checks y Splits: Green Seasoned 

. 100 ib. Shear Grade. .... f . i- 

Wane |- Width of any 

face 


Width OF Narrow 
. Face 

. When When 

ShakeSy Checks, Splits: Green. Seasoned 

1201b. Shear. Grade...... fV I 

Wane. ; i Width of any 

. . face 


Close-Grained Redwood 
Slope of Grain . — 1 in 16. 

“Maximum permissible size in inches: 
On Narrow Face, 

Nominal or at Edge of . At Center 

Width Of Wide Face, Middle Line op 
Face, IN. Third. of Length Wide Face 


■2. . 

. . 1 in.l 

i On 


3. . . . 

. . 1 in. 

^Narrow 


4 ■ 

i in J 

iFace 


4. . . 

. . 1 in.l 

|in. 

6....' 

.. . fin. 

At 

ij in. 

8. . . . 

.. iin. 

Edge 

If in. 

10.... 

.. Hin. 

of 

2iin. 

12. 

.. 11 in. 

Wide 

, 2im.. 

14. ..... 

.. If in. 

Face 

2i,in. 

16. ... 

llin., 


3 in. 


Width OF Narrow 
Face.' . 

.When When 

Shakes, Checks, Splits: ■ ■ Green: Seasoned 

SO lb. Shear Grade. ..... I f 

Wane. ' | Width of any 

^ ' ., face 
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1400 lb. / Structural Joist and Plank 


Tidewater Red Cypress 

Slope of Grain . — 1 in 14. 

Knots and Maximum permissible size in 

inches:' 

On Narrow Face,- 
OR AT Edge OF At Center 
Wide Face, Middle Line of 
Third of Length Wide Face. 

.§ 


Nominal 
Width of 
Face, in. 

’■ 2 .;.'. 

3.. .. 

4.. .. 


in. 


4. 

■ 6 . 
8. 
10 . 
12 . 
14. 
16, 


i in. 
It in.^ 

I in.' 
1- in. 
It in. 
If in. 
1| in. 
2 in. 
21 in.. 


On 

■Narrow 

Face 

At 

Edge 

■of 

Wide 

Face 


It in. 
If in. 
2| in. 
2t in. 
3| in. 
3f in. 


ShakeSf CheckSf Splits: 
120 ib. Shear Grade. 


m. 

Width of Narrow 
Face 

When When 
Green Seasoned 

i 


Wane | Width of any 

face 


Dense Longleaf. Southern Pine 
Slope of Grain.— I in 10. 

Knots . — Maximum permissible size in inches: 
On Narrow Face, 

Nominal or at Edge of 

Width of Wide Face, Middle 

Face, in. Third of Length 

2 Jin.lOn 

3 ...... . 1 J in. (■Narrow 

4 if in, J Face 


At Center 
Line of 
Wide Face 


4. 
. 6 . 
8. 
10 . 
12 . 
14. 
16. 


1 in.' 
1| in. 

2 in. 
2t in. 

3 in. 
3i in. 
31 in. 


At 

Edge 

■of 

Wide 

Face 


if in. 

2f in. 

3J ill. 

4i in. 

51 in. 

5| in. 

6 in. 

Width of Narrow 
Face 

When When 
Green Seasoned 


Shahesy Checks, Splits: 

100 lb. Shear Grade i 

Wane t Width of any 

face 


At Center 
Line OF, 
WiBK Face 


. Oak ,. 

Slope of Grain. — 1 in 12. 

Knots —Msiiiimm permissible size in' inches: 

On Narrow Face, 

Nominal or at Edge of 

Width of Wide Face, Middle 

Face, in. Third of Length 

2 , fin.lOn , 

3 1 in. [Narrow 

4.. llin.JFace 

fin.] 
it in. 
l| in. 

1| in, 

2| in. 


4 . 

6 . 

8 . 

10 . 

12 . 

14 . 

16 . 


2|- in. 


At 

Edge 

■of 

Wide 

Face 


if, in. 

2| in, . 

3| in. . 

4 in . 

4i in. 

4i in. 

Width of Narrow 
Face » 

When W,h.en 
Green Seasoned 


Shakes, Checks, Splits: 

120 ib. Shear Grade ..... i t 

W ane -J Width of any 

face 


Close-Gkained Redwood 
Slope of Grain . — 1 in 14. 

Knots . — Maximum permissible size in inches: 
On Narrow Face, 

Nominal or at Edge of 

Width of Wide Face, Middle 

Face, m. Third of Length 

2 tin.] On 

3 -I in. [Narrow 

4. ..... . If in.jFace 


At Center 
Line of 
Wide Face 


4 . 

6 . 

8. 

10 . 

12 . 

14 . 

16. 


If in. 
If in. 
li in. 
2 in. 
2t in., 


At 

Edge 

of 

Wide 

Face 


Shakes, Checks, Splits: 

80 ib. Shear Grade. . 

Wane f Width of any 

. .. face 


It in. 

, If in. , . 
2t in. , 

21 in. ■ 
3f ill. , 

3| in. 

3'| in. 

Width of Narrow 
Face 

When 'When, 
Green Seasoned 
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1200 lb- / Structural Joist and Plank 


Port Grford Cedar 
Slope of Grain ~l in 14. 

Maximum permissible size in inches : 
Ox Narrow Face, 

Nominal .or at Edge of 

Width of . Wide Face, Middus 
Face, IN. ■ Third of Length 


At Center 
Line OF 
Wide Face 


2 ' 

Ir im.l 

On 


2. . . . 

i in.'' 

On 


■'3 

. ' 1 in. 

^Narrow 


■ 3 

ij in. 

‘Narrow 


4 

14 in. 

Face 


4 

. . if in., 

Face 


4. . .. 

1 in.l 

l|in. 

4. . . , 

. . 1 in.' 

If in. 

d. ... 

i in. 

At , , 

If in. 

6. . . . 

. . IJ in. 

At 

2f in. 

8. . . . 

. . : li in. 

Edge 

2i in. 

8.... 

. . 2 in. 

Edge 

3| in. 

10. ... 

. . i| in. 

■of 

2|in. 

10. . . . 

. . 2| in. 

■of 

4i in. 

12..,. 

.. liin. 

Wide 

3| in. 

12.... 

. . 3 in. 

Wide 

5i in. 

14.... 

.. 2 in.! 

Face 

3f in. 1 

14 

. . 3i in. 

Face 

5| in. 

16... . . 

, . 2| in.. 


31 in. 

16. . . . 

. . 3| in., 


6 in. 


Width of Narrow 

, Face 

When When 

Shakes, Checks, Splits: Seasoned 

100 lb- Shear Grade. . ... It i 

IF ane I Width of any 

face 


Dense Sho.rtleaf Southern Pine 
Slope of Grain. — 1 in 8. 

Knots. — Maximum permissible size in inches: 
On Narrow Face, 

OR AT Edge of 
Wide Face, Middle 


Nominal 
Width of 


Face, in. 


Third of Length 


At Center 
Line of 
Wide Face 


2 

, . 1 in.l 

On 


2 

. . f in.l 

On 


3 

, . IJ in. 

“Narrow 


3 

l| in. 

■Narrow 


4 

. . 2" in. 

Face 


4 

l| in. 

Face 


4.... 

. . li in.l 


2 in. 

4.... 

J in.^ 


Ifii 

6. , . . 

if in. 

At 

3 in. 

6,... 

. . ii in. 

At 

2|i 


: . 2| in. 

Edge 

3| in. 

8.... 

.. Ifin.^ 

Edge 

2|ii 

10. . . . 

. . 2i in. 

■of 

4i in. 

! 10.... 

2 in. 

■of 

3i i] 

12. . . . 

. . 3|- in. 

Wide 

5| in. 

!'■ 12.... 

.. 2|in. 

Wide 

4| ii 

14. . , . 

. , 3| in. 

Face 

6| in. 

|. ■ 14.... 

. . 2| in. 

Face 

4f ii 

16. ... . 

. . 4 in.. 


6iin. 

16.... 

. . 2| in.J 


5 h 


Width OF Narrow 
Face ■ 

When W'hen 

Shakes, Checks^ Splits: Green Seasoned 

100 lb. Shear Grade |- 

IFawfi ....... i Width of -any . 

face 


Douglas Fir (Coast Region) 
Slope of Grain . — 1 in 10. 

Knots. — Ma.ximum permissible size in inches 
On Narrow Face, 

OR AT Edge of 
Wide Face, Middle 
Third of Length 


N OMINAL 

Width of 
Face, in . 


At Center 
Line of 
Wide Face 


Width of Narrow 
Face 

When When 

Shakes, Checks, Splits: Green Seasoned 

100 lb. Shear Grade J 

Wane ' | Width of any 

face 


Close-Grained Redwood 
Slope of Grain. — 1 in 12. 

Knots. — Maximum permissible size in inches: 
On Narrow Face, 

Nominal or at Edge of 

Width of Wide Face, . Middle 

Face, in. Third of Length 


At Center 
Line of 
Wide Face 


Width of Narrow 
Face 

c When When 

Green . Seasoned 

70 ib. Shear Grade ...... J J 

Wane Width of any 

, face 


Shakes, Checks, Splits: 


1100 it). / Structural Joist and Plank 


Port Orrorb Cedar 
Slope of Gram,— I in 12. 

Knots.— Maxlmnin permissible size in inches: 
On Narsow Face, 


Nominal 
Width of 
Face, m. 

2 .... 

3.. . 
4. 

4. 

6 . . . 

8 .. . 
10 ... 
12 . 


OH AT Edge of 
Wide Face, Middle 
Third op Length 

I in.l On 
1 in. ^Narrow 
if in. J Face 
I in.l 


At Center 
Line of 
Wide Face 


. . 1 J in. At 

. . ' li in. Edge 

.. Ifin. 

. . 2i in. Wide 

14. 2| in. Face 

16. ..... . 2J in.^ 


If in. 
2 

2 _ 

3i in. 


m. 

in. 


4 in. 

4i in, 

4| in. 

Width of Narrow 
Face 

When When 
Green Seasoned 


Shakes^ Checks^ Splits: 

80 lb. Shear Grade. ... 

Wane I Width of any face 


Tidewater . Red ' Ctrsess ' 

Slope of Grain.— 1 in IQ. 

Knots and -Maxiiimni pemissible size in 

inches: 


On Narrow Face, 
OR, AT Edge of 
Wide Face, Middle 
Third of .Length 


Nominal 
Width of 
Face, in. 

2 I in.l On 

3 liin. [Harrow 

4 if in.J Face 


At CENTE,a 
Line OF 
"Wide Face 


4. 

6 . 

8 . 

10 . 

12 . 

14. 

16. 


■ i in. 
If in. 
I'l in. 
2 1 in. 
2| ,in. 
3 in. 
3J in., 


S hakes y Checks y Splits: 

100 lb. Shear Grade . , 
Wane 


If, in. 

At ,, 2|. in. 

Edge '■ 3i in. 
of 4| in. 

Wide 5 ^ in. 

.Face 5| in. 

■ Sfin. 

Width of NAR,ao,w .. 
Face . 

When When 
Green ' Seasoned 


. *1 Width of any face 


Slope of Grain . — 1 in 10. 

Knots . — Maximum permissible size in inches: 


Oak 


Nominal Width of Face, in. 


On Narrow Face, or at Edge of Wide Face, 
Middle Third of Length 


xVt Center Line of Wide Face' 


2 ' 

f 

On 


3 

If in. 

’■Harro\v 


4 

If in. 

Face 


4 

1 in. 

If in. 

6 

1| in. 

At 

2| in. 

8. 

2 in. 

Edge 

3|- in. 

10 

2| in. 

“Of 

4f in. 

12 

3 in. 

Wide 

5i in. 

14 

3-1 in.| 

Face 

5| in. 

16 

3| in.J 


6|- in. 


IViDTH OF Narrow. Face 
When Green When Seasoned 


S hakes f Checks y Splits: 100 lb. Shear Grade. 
Wane 


J Width of any face' 



1000 lb. / Structural Joist and Plank 


Western Red Cedar 

Slope of Grain . — 1 in 14. 

.—Maximum permissible size in inches: 


Nominal Width of Face, in. 

On Narrow Face, or at Edge of Wide Face, 
Middle Third of Length 

At Center Line op Wide Face 

2 ........... 

3 ....... . 

..... f in. 

■On Narrow Face 


4 

if in.J 


4,... . . .. .... 

1 in.] 


1| in. 

6 .... 

1 in. 


l|in.. 

8 ..... 

If in. 


. . 2iin. 

10 ........... 


‘At Edge of Wide Face 

2| in. , ' 

12 ....... .... 

..... If in. 


3|.in, ., 

T4... 



. 31 in. 

, 16. . . 

2| in.. 


Sfin..' 


, Width of Narrow Face ' 
When Green When Seasoned 


Shakes, Checks, Splits: 100 ib. Shear Grade 

Wane.. ... . . ...... . . . .... . f Width of. any face. 
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II.'StfmturalBmmsaniSirmger^^ 

f Extreme fiber stress in bending in pounds per square incii for. continuously dry, locations 
1800 lb. / Structural Beams and Stringers 


Dense Douglas Fir (Coast Region) Dense Longleaf Southern Pine 

Dense Douglas Fir (.Inl.^"d) , Dense Shortleaf Southern Pine 

Slope of Grain . — 1 in 15. Knots . — Maximum permissible size in inclies: 

On Narrow Face, Middle Third 

Nominal Width of Face, in. of Length At Center Line of Wide Face 

5. IJ in, 

6. If in. ...... 

■ If in. 1| in. 

■ . , . 10 , If in. 2| m. , 

12., If in. 2|iii. 

14. ■ 2| in. 2| in. 

16. 2i in. , dj in. ' , 

18 3f.in. 

20. , 3| in. 


Shakos^ Checks f Splits: 

1 20 lb. Shear Grade (Fir) . 
120 lb. Shear Grade (Pine) 
Wane 


Width of Narrow Face 
When Green When Seasoned 


i 

A 

I Width of any, face 


1600 lb. / Structural Beams and Stringers 


Close-Grained Douglas Fir (Coast Region) 


Slope of Grain. — 1 in 15. 

Knots. — Maximum permissible size in inches: 


Nominal 

On Narrow 
Face, Middle 


WlDlH OF 

Third of 

At Center Line 

Face, in. 

Length 

OF Wide Face 

5 

... If in. 


6 

... If in. 


8...... 

... If in. 

1| in. 

10 

... If in. 

2iin. 

12 

... 1| in. 

2f in. 

14...... 

... 2f in. 

2J in. 

16 

2| in. 

3i in. 

18. 

3| in. 

20 


3| in. 



Width op Narrow 
Face 


When When 

Shakes, Checks, Splits: Green Seasoned 

100 lb. Shear Grade . . . | i 

Wane i Width of any face 


Dense Longleaf Southern Pine 
Dense Shortleaf Southern Pine 
Slope of Grain. — 1 in 12. 

Knots. — Maximum permissible size in inches: 


On Narrow 
Nominal Face, Middle 

Width of Third of At Center Line 

Face, in. Length of Wide Face 

5 1| in. 

6 If in. 

8 2-| in. 2| in. 

10 2| in. 3i in. 

12 2| in. 3i in. 

14 2| in. 4 in* 

16... 3 in. 4| in. 

18 4| in. 

20 4 Jin, 


Width of Narrow 
Face 

When When 

Shakes, Checks, Splits: Green Seasoned 

120 lb. Shear Grade. . . | 

Wane | Width of any face 


Close-Grained Redwood 

Slope of Grain. — 1 in 20. 

Knots. — Maximum permissible size in inches: 


On Narrow Face, Middle Third 

Nominal Width of Face, in. of ,Length At Center ,Line, of Wide Face 

5 I in. ...... 

6 fin. ■ ...... 

8 I in. i in. 

10. ■ ' fin.' fin, 

12 I in. ,,f,in. 

14....'...;. fin.; ,,|m. ,,, A, 

16. f,in. 'fin. 

18 L ........... ' ' ■ 1 in 

20 ... ...... \ 1 in. 

Width OF Narrow Face 
When-'Green" ■ .When Seasoned 

Shakes, Checks Splits: 80 lb. Shear Grade. . .... ..... ... ..... f | 

Wake . . V ; ^ Width of any face ; 
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1400 lb; / Structural Beams and Stringers 


Tidewater Red Cypress 
Slope of Grain . — l in l6. 

Knots ““Maximum,, .permissible size in 


inches:. 

Nominal On Narrow Face, 

Width op Middle Third At Center Line 

Face, , IN. , op Length op Wide 'Face 

5 ' 1 in. 

6. . . ... ...... . liin. 

8. . ....... . ... • ,. if in. 1| in, 

10. . . - . . . . ■ . ■ . 1"5 in. in. 

12.. 1-| in. 2i in. 

14 ......... If in. 2i in. 

16 l| in, 2 1 in. 

18.. .. 2iin. 

20. ... 3 in. 

Width of Narrow Face 

Shakes^ Checks, Splits: When Green When Seasoned 

120 lb. Shear Grade . . . ; /fr x 

Wane I Width of any face 


Oak 

Slope of Grain.—t in 15. 

Knots. — Maximum perm,issibk size in inches:. 


Nominal On Narrow Face, 

Width op Middle Third .At Center Line 

Face, in. of Length , op Wide Face^ 

5 liin. 

6 liin. 

8. ,1„| in., , , 2, in. . 

10 2 in. ... ., 2| in, ,. , 

12 ' 2| in. , 3 . in. ' 

14 2iin. 3i in. , 

16 2| in. .3i ln. .. 

18 M hi. 

20 Siin. 

Width op Narrow .Face ' 
Shakes, Checks, Splits: When Green When Seasoned 

120 ib. Shear Grade ... . J | 

Wane J Width of any face 


Dense Longleae Southern Pine 

Close-Grained Redwood 

Slope of Grain.— 

-1 in 10. 


Slope of Grain.— 

-1 in 18. 


Knots . — Maximum permissible size 

in inches: 

Maximum permissible size in inches: 

Nominal 

On Narrow Face, 


Nominal 

On Narrow Face, 


Width of 

Middle Third 

At Center Line 

Width OF 

Middle Third 

At Center Line 

Face, in. 

of Length 

OF Wide Face 

Face, in. 

OF Length 

OF Wide Face 

5 

... 2 in. 


5 

1 in. 


6 

... 2| in. 


6 

... l| in. 


8 

... 2| in. 

3i in. 

8 

li in. 

li in. 

10 

... 3i in. 

4 in. 

10 

... if in. 

If in. 

12 

... 3| in. 

4| in. 

12 

l| in. 

2i in. 

14 

... 3f in. 

Si in. 

14 

If in. 

2| in. 

16 

... 4 in. 

Sfin. 

16 

if in. 

2i in. 

18 


5|in. 

18 


2| in. 

20. 


6i in. 

20 


2| in. 


Width of Narrow Face 

Shakes, Checks, Splits: When Green When Seasoned 

100 lb. Shear Grade. . . . t 

Wane i Width of any face 


Width op Narrow Face 

Shakes, Checks, Splits: Green W^hen Seasoned 

80 lb. Shear Grade. . . . f ^ | 

Wane I Width of any face 


1200 lb. / Structural Beams and Stringers 


Dense Shortleaf Southern Pine 1 

Close-Grained Red’wood , . 

Slope of Grain.- 

“1 in 8. 


Slope of Grain.— 

-1 in 14. 


Knots . — Maximum permissible size in inches: 

■ Maximum permissible size in inches: 

Nominal 

On Narrow Face, 


Nominal 

On Narrow Face, 


Width of 

Middle Third 

At Center Line 

Width of 

Middle Third 

At Center Lins 

. Face, IN. 

OF Length 

OP Wide Face 

Face, in. 

OP Length 

OP Wide Face , 

5 

2|-iTi. 


5 

.... 1-1 in.. 


6 

2i iDf 


6 

... If in. 


•8. 

,31 in.' 

3| in. 

8... 

... 2i in. 

2i im ■ : 

10. 

3i in. 

41 in. 

10. 

... 2| in. ■ 

3 in, ■ .' 

. 12.:..,.... 

4| in. 

5J in. 

12........ 

... 

3i in. 

' U. 

.... 4f in. 

6i in. 

14. 

2| in. 

3| in. 

^ 16 

. . , . .4| in. 

61 in. 

16,.,..... 

. . . , , 3 in. 

4| in. 

18 


7| in. 

18........ 


4| in. 

20 


in. 

20 


4! in. 


Width of Narrow Face 


, Width of Narrow Face 

Shakes. Checks. SUits: When Green When Seasoned 

Shakes, Checks, Splits: when Green When Seasoned 

lOG lb. Shear Grade. . . ' ,t1t. 

4 

701b. Shear Grade. . . . i 

i 

Wane . . . . , . . . . 

. . . . . . . . .. i Width of any face ■ ' 

[ Wane 

........ t Width of any .face 
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ilOO !b. f structural Beams aad Stringers , 

Tidewater Red Cypress 


Post Grpord Cedar 
Slo§e of Grain . — 1 in 15. 

Xfwfc.— Maxiintim permissible size in Indies: 


On Nareow 
Mominal . Face, Middle 

Width m ■ Third of At Center Line 

Face, in. Length of Wide Face 

5.. ... li in. 

6.. ........ 14 in. 

8. If in. 2 in. 

. 10..... 2 in. 2|- in. 

12.. 2|in. 3 in. 

, 14. ■ '24 in. ■ ' 3i in. 

16. 24 in. 34 in. 

18 3fin. 

20 3|m. 

Width of Narrow 
Face 

When When 


Shakes, Checks, SplUs: Crem Seasoned 

80 lb. Shear Grade 4 fV 

Wane 4 Width of any 

face ■ 


Slope of Grain . — -1 in 12. 

Knots and Peck . — Maximum, permissible size in 


inches: 

On Narrow 
Nominal Face, Middle 

Width of Third of At Center Line 

Face, in. Length of Wide Face 

■ 5. if in., 

6 .... 2im. ...... 

8 24 m. 2 Jin. 

10 ■ 2J in. 3| in. 

12 3J in. 4| in. 

14. 3fm. 4|;n. 

16 3 1 in. 5 in, 

18. 5f in. 

20. 5|in. 

Width of Narrow 
Face 

When When 


Shakes, Checks, Splits: Green Seasoned 

100 lb. Shear Grade .... . 4 i 

Wane i Width of any 

face 


Oak 

Slope of Grain . — 1 in 10. 

Knots . — Maximum permissible size in inches: 


Nominal On Narrow Face, 

Width of Middle Third At Center Line 

Face, in. of Length of Wide Face 

5 2 in. 

6 . .......... . 24 in, 

8 2J in. 34 in. 

10 34 in. 44 in. 

12 34 in. 5 in. 

14... 3| in. 51 in. 

16 4 in, 5|in. 

18 6 in. 

20 6| in. 

Width of Narrow Face 

Shakes, Checks, Splits: When Green When Seasoned 

100 lb. Shear Grade . . . | 

Wane. 4 Width of any face 


1000 lb. / Structural Beams and Stringers 


Western Red Cedar 
Slope of Grain . — 1 in 18, 

Knots . — Maximum permissible size in inches: 


Nominal On Narrow Face, 

Width of Middle Third At Center Line 

Face, in. . of Length of Wide Face 

5. fin. 

6. 1 in. ...... 

8 IJ in. If in. 

10.. .......... l|in. if in. 

12. . ...... . . . . If in. 2 in. 

14. ■ 14 in. 2-|m. ■ 

16. ..... ■ If in. , 24 In. ' 

18.. .......... 2|m. ' 

20.. .......... ......... ' 24in.. , 

^ ^ Width OF Narrow Face 

Shakes, Checks, Splits: When Green When Seasoned 

100 lb. Shear .Grade - , . . . ■ ■ J- 
Wane . . . .... . | Width of any face 



III. Simcturd Pask ufd TM 

Compression stress parallel to grain in pounds per square iiicii for continuously, dry 

locations. 

1300 lb, c Structural Posts and Timbers 


Dense Douglas Fir (Coast Region) 
Dense Douglas Fir (Inland) 

Slope of Grain . — 1 in 12. 

Knots , — Maximum permissible size in inches: 

Nominal Width OF Face, IN. 

5.. 


6. 

8. 

10 . 

12 . 

14. 

16. 

18. 

20 . 


Dense Longleae Southern Pine 
Dense Shortle.^e Southern ' Pine . 


At any Point on any Face 

1 J in. 

11 in. 

. ...... 1| in. 

....... 2'|in.. 

21 in. : 

3 Hu. . 
........ 31 in. ,, 

. ■ 3| in. , 

........ 3| ill, ■ 


Shakes j Checks, Splits. 
Wane 


■ Width OF Naueow Face , 

When Green ' ^ When .Seasoned 

• • f\i I 

I Width of any face , 


1200 lb. c Structural Posts and Timbers 


Tidewater Red Cypress 
Slope of Grain , — 1 in 12. 

Knots and Peck . — Maximum permissible size 
in inches: 

Nominal 

Width of At any Point 

Face, in. on any Face 

5 I in, 

6 li in. 

8 li in* 

10 liin. 

12 2iin. 

14 2|in, 

16 2i in. 

18 2fm. 

20 2i in. 

Width of Narhow 
Face 

When When 
Green Seasoned 

Shakes, Checks, Splits I I 

Wane i Width of any face 


Close-Grained Douglas Fir. (Coast Region) 
Slope of Grain . — 1 in 12. 

Knots . — ^Maximum permissible size ,in inches: , 
Nominal 

Width of At any Point 

Face, IN. 'on any Face 


5. 

6 . 
8. 

10 . 

12 . 

14. 

16. 

18. 

20 . 


Shakes, Checks, Splits. 
Wane. 


....... 1| in. 

If in. ■ 

11 in. 

2fm* 

2fin. 

........ 3 ,1b, 

, 3i in. ■ 

3i in. 

....... 31 in.. . 

Width of Narrow 
Face 

When When 
Green Seasoned 

.A..„ 1 . 

10 2 

. J Width of any face 


Dense Longleaf Southern Pine 
Dense Shortleaf Southern Pine 
Slope of Grain . — 1 in 10. 

Maximum permissible size in inches: 

Nominal 
Width of 
Face, in. 

5........... 


At any Point 
ON ANY Face 


6 . 

8. 

10 . 

12 . 

14. 

16. 

18.. 

20 . 


liin. 
If in. 
2| in. 
3 in. 
3| in. 
3iin. 
41 in. 
4i in. 
4i in. 


Close-Grained Redwo,od 
Slope of Grain . — 1 in 14. 

Knots . — Maximum permissible size in inches: 

. Nominal 
Width of 
Face,tn. 

5 

6 .... 


At any Point 
ON ANY Face. 


8 . 

10 . 

12 . 

14. 

16. 

18. 

20 . 


tin. 
I in. 


Width of Narrow- 
Face 

W’^hen When 
Green Seasoned 


Shakes, Checks, Splits . ..... 1 % I 

Wane. . . . i Width of any face 


^ li in. 

liin.. 

li.in. 

2 in. 

. . . . .* 2| .in.^ . 

^ 

,... 2|m. 

Width of Narrow 
-Face 

When When. 
Green Seasoned 

Shakes, Checks, Splits . ...... I ,, ., . ,f ■,. 

Wane. ... . . , ......... .i Width of any face 
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1100 lb. c structural Posts and Timbers 



Douglas Fir (Coast Region) 

Oak 


Slope of Grain . — 1 in 10. 


Slope of Grain . — 1 in 14. 


Knots . — Maximum permissible size in inches: 

1 Knots . — Maximum permissible size in inches: 

Nominal 


Nominal 


Width op 

At any Point 

1 WiDm 01 

At any Point 

Face, IN. 

ON ANY Face 

Face, in. 

ON any Face 

■ 5...........' 

l|in. 

5 

...... . 1 in. , 

-.6 


6 

...... 1 in. 

S . 

2 in. 

8 

If in. 

. . 10. 

2-J in. 

10 

if in. 

12 

3 in. 

12 

2im. 

14..... 


14 

2im, 

. 16 


16 

2| in. 

18. 

3i in. 

18 

21 in. 

- 20. 

3iin. 

20.. 

2| in. 


Width op Narrow 


'Width op Narrow 


Face 


Face 


When When 


When When 


Green Seasoned 


Green Seasoned 

Shakes f Checks f Splits . . . . 

.... A 4 

Shakes f Checks y Splits, , . 


Wane . 

, . . . . 1 Width of any 

Wane 

• • d 7 

. . i Width of any 


face 


face 


Close-Grained Redwood 

Slope of Grain , — 1 in 12. 

Knots . — Maximum permissible size in inches: 


Nominal 

WioTH OF At any Point 

Face, in. on any Face 

5 liin. 

6 If in. 

' 8 Ifin. 

I > ■ 10 2J in. 

I; 12 2fm. 

I 14 2im. 

I ! \, 16 3i in. 

f : 18 3| in. 

-j; : 20 ■ 3iin. 


Width of Naeeow 
Face 

When When 

Green Seasoned 

Shakes j Checks j Splits ........ f J 

Wane i Width of any 

face 



Specifications for Structurai, Timbers (D 245 - 37) 765 


1000 lb* c Structural Posts and Timbers 

Port Orford Cedar 

Slope of Grain.— ‘1 in 

Maximum permissible size in inches: 

Nominal 

Width of At any Point 

Face, in. on any Face 

5. 1 in. 

6. 1 in. 

8 If in. 

,10................ If in. 

12 2 in. 

Tidewater Red Cypress 

Slope of Grain . — l in iO. ', 

Knots and Peck . — Biaximum permissible size in 

inches: 

Nominal 

Width of At any Point 

Face, in. , oh any Face 

5 If in.:,,, 

6 : if in. 

8. 2i in. 

14 . 2f in. 

16.. ... 2iin. 

18.. 2|m. 

, '20':.. 2|m. 

Width OF Narilow 
Face 

When When 

Green Seasoned 

Shakes, Checks, Splits f f 

Warn i Width of any 

face 

12.' 3| in, , , , 

14.. . 4'm. 

16. . .. ■ 4| in. ■ 

18 ,m,, ,' 

20 5 in.. ' : 

Width OF 'Kar,row 
Face ' 

■When When 

Green Seasoned 

Shakes, Checks, Splits f f 

W ane Width of any 

face 

Oak 

Slope of Grain. — 1 in 12. 

Knots. — Maximum permissible size in inches: 
Nominal 

Width of At any Point 

Face, in, on any Face 

S 1| in. 

6. l|in. 

8 2 in. ' 

^ Dense Longleaf Southern Pine 

! Slope of Grain. — 1 in 8. 

Knots. — Maximum permissible size in' inches: 
Nominal 

Width of ,At any Point 

Face, IN. .on any Face ; 

■ 5 2-| in. 

6 2| in. 

8 3| in. 

10 2i in. 

12 3 in. 

14.. 3iin. 

16 si in. 

IS, 3| in. 

20 3f in. 

Width of Narrow 
Face 

When When 

Green Seasoned 

Shakes, Checks, Splits i 

Wane i Width of any 

face 

10 4| in. 

12 5 in. 

14 S| in, 

16 Si in. 

18.... 6-iin. 

20 6-| in. 

Width of Na,erow 
Face 

\mim When 

Green , Seasoned 

Shakes, Checks, Splits | f 

PF ane i Width, of any 

face 


Close-Grained Redwood 


Slope of Grain , — 1 in 10. 

/C7i(?fo.~Maximum permissible size in inches 
Nominal Width of Face, in. 

5 

6 

■■ 8 ......" 

10 .. 

12 . 

14.. ....... 

16 .. 

18. .............. ............ 

20 .... ............. ................ 


Shakes f Checks, Splits 
Wane. . . 


:d 


At any Point on any Face 

i|- in. 

If in. : 

2i in. 

2|in. 

3| in. 

3|- in. 

4|- in. ' . , 

......... 41 in. 

4f in. 

, Width of Nahrow Face , 

Whea Greea . Wheii Seasoned 

. . ' f i 

I Width, of any face 
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900 ib« c Structural Posts and Timbers 


Port Oreord Cedar 

Dense Shortleaf Southern Pine 

Slope of Grain . — 1 in 12. 


Slope of Grain, — 1 in 6. 


Knots, — Maximum permissible size in inches: 

Knots. — Maximum permissible 

size in inches: 

Nominal 


Nominal 


Width of 

At any Point 

Width of 

At any Point 

Face, in . 

ON ANY Face 

Face, in. 

ON ANY Face 



5 

.... 2|in. , 

,6.... 


6 

, 2| in. 

. 8... 


8 

. . . . 3| in. 

10....- 


10 

. ... 4f in. 

' 12..... 


12 

5f in. 

14........ 


14 

6iin. 

■ 16...... 


16 

. . . . 6| in^ 

18 , 

3iin. 

18 

.... 7 in. 

'20....;.,. 

3i in. 

20 

.... 7im. > 


Width of Nareow 


Width of Naksow 


Face 


Face 


When When 


When When 


Green Seasoned 


Green Seasoned 

Shakes, Checks, Splits . . . . 

. • • . tV i 

Shakes i Checks, Splits 

5 1 

¥ 3 

Wane 

1 Width of any 

Wane 

J Width of any 


face 


face 


800 ib. c Posts and Timbers 


Western Red Cedar 
Slope of Grain. — 1 in 14. 


Knots . — Maximum permissible size in inches: 


Nominal 

Width of 

At any Point 

Face, in. 

ON ANY Face 

5 

i in. 

6. 

I in. 

8..... 

l| in. 

10 

If in. 

12 

If in. 

14.............. 

li in. 

16 


18 


20 

........... 2i- in. 


Width of Nahhow 
Face 

When When 

Green Seasoned 
n $ 

J Width of any 
face 


Shakes i Checks ^ Splits 
Wane. 
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APPENDIX 


The foilowing three tables summarizing standard sizes, stress-grades, and working 
stresses for joist and plank, beams and stringers, and posts and timbers are appended 
for information. They offer a valuable key to different structural grades. : 


Table I.— Standard Sizes, Stress-Grades, and Working .Stresses tor Structural 

Joist and Plank. 

Standard Sizes 


Nominal thicknesses 2, 3, and 4 in.' 

Permissible minimum rough thicknesses in not to exceed 20 per cent of pieces in any 
one shipment: 

" 2 in.. . I in. off ■ ■ 

3 and 4 m A in. off 

Dressed thicknesses, SIS or S2S f in. off 

Nominal widths 4 in. and wider 

Permissible minimum rough widths in not to exceed 20 per cent of pieces in any one 

shipment: 

4 and 6 in. in. off 

8 in. and wider J in. off 

Dressed widths, S IE or S2E: 

4 and 6 in | in. off 

8 in. and wider h in. off 


Standard Stress-Grades and Working Stresses 
(Continuously Dry Locations) 


Fiber 

Stress Maxlmum Compres- 
IN Bend- Horizon- sign Per- 


Grades and Species 

ING OR 

Tension, 

PSI. 

TAL 

Shear, 

PST. 

PENDICD' 
EAR TO 

Grain, psi. 

Modulus 
OE Elastic- 
ity, PSI. 

1800 lb. / Dense Douglas Fir (Coast and Inland) 

1800 

120 

380 

1 600 000 

1800 lb. / Dense Longleaf or Dense Shortleaf South- 
ern Pine 

1800 

120 

380 

1 600 000 

1600 Ih.f Close-Grained Douglas Fir (Coast). 

1600 

100 

345 

1 600 000 

1600 Ih. f Dense Longleaf or Dense Shortleaf South- 
ern Pine 

1600 

120 

380 

1 600 000 

1600 Ih. f Close-Grained Redwood 

1600 

80 

267 

1 200 000 

1400 lb. / Tidewater Red Cypress 

1400 

120 

300 

1 200 000 

1400 lb./ Oak. 

1400 

120 

500 

1 500 000 

1400 lb. / Dense Longleaf Southern Pine 

1400 

100 

380 

1 600 000 

1400 lb. / Close-Grained Redwood 

1400 

80 

267 

1 200 000 

1200 lb. / Port Orford Cedar 

1200 

100 

250 

1 200 000 

1200 lb. / Douglas Fir (Coast) 

1200 

100 

325 

1 600 OOO 

1200 lb. / Dense Shortleaf Southern Pine. 

1200 

100 

380 

1 600 000 

1200 Ih.f Close-Grained Redwood 

1200 

70 

267 

1 200 000 

1100 lb. / Port Orford Cedar 

1100 

80 

250 

1 200 000 

1100 lb. / Tidewater Red Cypress 

1100 

100 

300 

1 200 000 

1100 Ib./Oak.. . ■ 

1100 

100 

500 , 

1 500 000 

1000 lb. / Western Red Cedar ■ 

1000 

100 

200 

. l OOOOC'O 



m 


Specifications fob. STBtrcximAL Timbers (D 24S- 37) 




Table II. — Standard Sizes, Steess-Grabes, and Working Stresses for Structural 

Beams AND Stringers. 


Standard Sizes 


Nommal tliiclmesses. .5 in. and.tMcker 

Permissible mmimum rough tHcknesses in not to exceed 20 per cent of pieces in any ■ 

.one shipment: ■ 

5 and 6 in. , ifs in- off 

8 in. and wider ■ J in. off 


Dressed thicknesses, SIS or S2S. f in, off 

Nominal widths. ,8 in. and wider 


Permissible minimum rough widths in not to exceed 20 per cent of pieces in any one 


shipment ' i in. off 

Dressed widths, SIE or S2E ■ | in. off 



Standard Stress-Grades and Working Stresses 
(Continuously Dry Locations) 

Fiber 

Stress Maximum Compres- 
IN Bend- Horizon- sign Pee- 
ing OR TAL PENDICU- MODULUS 


Grades and Species 

Tension, 

PSI. 

Smear, 

PSI. 

LAR TO 

Grain, psi. 

OF Elastic- 
ity, PSI. 

1800 lb. / Dense Douglas Fir (Coast and Inland) 

1800 

120 

380 

1 600 000 

1800 lb. /Dense Longleaf or Dense Shortleaf South- 
ern Pine. 

1800 

120 

380 

1 600 000 

1600 lb. / Close-Grained Douglas Fir (Coast) 

1600 

100 

345 

1 600 000 

1600 lb, / Dense Longleaf or Dense Shortleaf South- 
ern Pine 

1600 

120 

380 

1 600 000 

1600 lb. / Close-Grained Redwood. 

1600 

80 

267 

1,200 000 

1400 lb. / Tidewater Red Cypress 

1400 

120 

300 

1 200 000 

1400 lb. 7 Oak 

1400 

120 

500 

1 500 000 

1400 lb. / Dense Longleaf Southern Pine 

1400 

100 

380 

1 600 GOO 

1400 lb. / Close-Grained Redwood 

1400 

80 

267 

1 200 000 

1200 lb. /Dense Shortleaf Southern Pine 

1200 

100 

380 

1 600 000 

1200 Ib./ Close-Grained Redwood. 

1200 

70 

267 

1 200 000 

1100 lb. / Port Orford Cedar 

1100 

80 

250 

1 200 000 

1100 lb. / Tidewater Red Cypress 

1100 

100 

300 

1 200 000 

llOOlb./Oak. 

1100 

100 

■500 

1 500 000 

1000 lb. / Western Red Cedar 

1000 

100 

200 

i 000 000 
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Table III. -Standaed SizeSj Steess-Geades, anb Working Stresses tor Strijctuia.l. 

Posts ANB Timbers. 

Standard Sizes 

Nominal tMcknesses ' 5 in* and tidcker 

Permissible minimum rough thicknesses in not to exceed 2D per cent of pieces in any 
one shipment: 

Sanddin.. . ^In. oS 

...8 in. and wider ' j in. off 

Dressed thicknessesj SIS or S2S !*-..*]]!!!! ' | in* off 

Nominal widths^. ^ 5 in. and wider 

Permissible 'minimum rough widths in not to exceed 20 per cent of pieces in any one ^ 

.shipment: 

Sanddin A, in. off ' 

8 in. and wider | in. off 

Dressed widths, SIE or S2E | in' off 


1300 lb. r 
1300 lb. c 
1200 lb. 
1200 lb. 
1200 lb. c 
1200'lb, 
1100 lb. c 
1100 lb. c 
1100 ib. c 
1000 lb. c 
1000 lb. c 
1000 lb. r 
1000 lb. r 
IWO ib. r 
900 lb. c 
900.1b. r 
8001b. c 


Standard Stress-Grades and Working Stresses 
(Continuously Dry Locations) 


Geades and Species 

Dense Douglas Fir (Coast and Inland) 

Dense Longleaf or Dense Shortleaf Southern Pine. . 

Tidew'ater Red Cjrpress ' 

Close-Grained Douglas Fir (Coast) 

Dense Longleaf or Dense Shortleaf Southern Pine. . 

Close-Grained RedwOod 

Douglas Fir (Coast). 

Oak 

Close-Grained Redwood 

Port Orford Cedar 

Tidewater Red Cypress 

Oak 

Dense Longleaf Southern Pine 

Close-Grained Redwood 

Port Orford Cedar 

Dense Shortleaf Southern Pine 

Western Red Cedar. 


Compression Parallel 
TO Grain, Short Columns ,psi. 

1300 

1300 

1200 

1200 

1200 

1200 

1100 For stresses in compression 
1100 perpendicular to grain and 
1100 modulus of elasticity, see 
1000 values in Table II for 
1000 Beams and Stringers. 

1000 

1000 

1000 

900 

900 

800 


The detailed reasoning basic to these grades will be found by a study of a report 
of the U. S. Forest Products Laboratory, U. S. Department of Agriculture Mwe/- 
laneous Publication No. 185 j entitled “Guide to the Grading of Structural Timbers 
and the Determination of Working Stresses/’ February, '1934. Reference Ehoiild 
also be made to the “Working Stresses” appearing in the Appendix to the Standard. 
Specifications for Structural Wood Joist and Plank, Beams and Stringers, and Posts 
and Timbers (A.S.T.M. Designation :D 245 -33) of the American Society for Testing 
Materials, 1933 Book of A.S.T.M. Standards, Part II, p. 384. 


..APPROYEB AS 
AMERICAN STANDARB 

BY THE AMER^CAH STANDARDS ASSOCIATIOH 
ASA NO.: 06-1939 


Standard Specifications for 
ROUND TIMBER PILES* 



A.S.T.M. Designation: D 25 - 37 

Adopted, 1937.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 25; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover round 
timber piles to be used untreated, or 
treated by standard preservatives. 

Note. — Where sawed timber is used as piling, 
such as heavy sheet piles, appropriate specifica- 
tions should be selected from the Standard 
Specifications for Structural Wood Joist and 
Plank, Beams and Stringers, and Posts and 
Timbers (A.S.T.M. Designation: D 245) of the 
American Society for Testing Materials.^ 

Kinds of Wood 

2. (a) The purchaser shall specify the 
kind or kinds of wood he desires, and 
shall designate the kinds he desires for 
preservative treatment. 

Note.— C ommonly used species are cedars, 
chestnut, cypress, Douglas fir, larch, oaks, pines, 
■spruces, and tamarack. , 

(S) Piles of different kinds of wood 
shall be delivered in separate lots. 

1 Under the standardization procedure of the Society, 
these specifications are under the Jurisdiction of the 
A.S.T.M. Committee D-7, on Wood. , , 

* Prior to their present adoption as standard, these 
specifications v/ere published as tentative from 1915 to 1920. 
They were adopted in 1920, published as standard from 
1920 to 1930, but withdrawn and republished as tentative 
from 1930 to 1937, being revised in 1934 and 1935, 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


Use Classification 

3. Timber piles are classified in these 
specifications under three general di- 
visions according to the use intended, as 
follows: 

(a) Class A , — Piles suitable for use in 
heavy railway bridges and trestles. The 
minimum diameter of butt assumes the 
use of load-bearing timber caps 14 in. in 
width. 

(b) Class jB.— P iles suitable for use in 
docks, wharves, highway work, and 
general construction. The minimum 
diameter of butt assumes the use of load- 
bearing timber caps 12 in. in width. 
When timber caps are not used, as in 
the case of piles under masonry founda- 
tions, the sizes given for Class C piles are 
recommended. 

' (c) Class C.— Piles suitable for use in 
foundations which will always be com- 
pletely submerged, for coffer-dams, 
falsework, and sundry temporary work. 

Class A and Class B Files 
General Quality 

4. Except as hereinafter provided, 
Class A and Glass B piles shall be free 
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from any defects wHch may impair their 
Strength or durability' as piling, such as 
decay j red heart, splits in piles tO' be 
treated, or splits longer than the 
measured butt diameter of piles not to 
be treated, twist of grain exceeding one- 
half of the circumference in any 20 ft, of 
length, unsound knots, numerous knots 
or holes, or shake more than one-third' 
of the diameter of the pile. Piles which 
have been scored for turpentine shall be 
accepted, provided such scar does not 
exceed 36 in., and provided the scoring is 
of recent date showing the scar to be 
entirely sound and free from insect 
damage. 

Knots 

5. Sound knots will be permitted in 
Class A and Class B piles, provided they 
are not in clusters. The diameter of a 
sound knot shall not be greater than 
one-third of the minimum diameter of 
the pile at the section where it occurs, 
and shall not exceed 4 in. for piles 50 ft. 
and under in length. For piles over 
50 ft. in length, knots between the sec- 
tion at mid-length and the butt shall 
conform to the limitation prescribed for 
piling under 50 ft, Betw^een mid-length 
and the tip, single knots up to 5 in, in 
diameter will be permitted, provided 
they do not exceed one-half the mini- 
mum diameter of the pile at the section 
where they occur. The diameter of a 
knot shall be measured at right angles 
to. the length of the pile. 

General Requirements 

6. (a) Sound Timber. — Class A and 
Class B piles shall be cut from sound, 
live trees, except that fire-killed, blight- 
killed, or wind-felled timber may be 
used if not attacked by decay or insects. 
Piles shall be cut above the ground swell. 

(5) The tip shall be sound. 

{c) The butt end shall be 

sound except in cedar piles, which may 


have a pipe or stump rot hole not' more 
than 1| in. in diameter,' ' 

. {d) Taper. — Piles shall have a gradual 
taper from the point of butt measure- 
ment to the tip. 

{e) Surface Finish. — All knots and 
limbs shall be trimmed or' smoothly cut 
flush with the surface of the pile. ' The 
butt and tip shall be sailed square with 
the axis of the pile, or the tip may be 
tapered to a point not less than 4 in. in 
diameter if directed by the engineer in 
charge, 

Sapwood 

7. (a) Piles for Use Untreated.— 
Piles for use without preservative treat- 
ment shall have as little sapwood as 
possible, and w^hen used in exposed work, 
the diameter of the heartwuod shall not 
be less than eight- tenths of the actual 
diameter of the pile at the butt. 

(6) Piles for Treatment. — Piles for use 
with preservative treatment shall have 
no sapwood restrictions, but preferably 
shall contain as much sapwood as 
possible. In southern pine the sapwood 
thickness shall not be less than 1| in. 
and in Douglas fir and larch not less than 
1 in. on the butt end. 

Peeled Piles 

8. {a) Piles shall be peeled of bark, 
including the inner skin, soon after 
cutting so that the piles are smooth and 
clean: Care shall be taken to remove 
as little sapwood as possible while 
peeling the bark. The sapwood shall 
not be injured by unnecessary axe cuts, 
These piles shall be designated ■ as piles 
for treatment. 

(5) No pile shall be considered as 
thoroughly peeled unless all : of the 
rough bark and at least 80 per cent of 
the inner bark which remains on; the pile 
shall have been removed. In no case 
shall any piece of inner bark be over 
f in. in width or over 8 in. in length, and 
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there' sliaE be 1 in. of clean wood surface _ circumference and dividing the number 
between any two strips of inner bark. ' "of inches by 3.14, or by taking the 

average of the maximum and minimum 
Diameter , diameters at the location specified. 


9. (a) It is recommended that the 
diameters of piles measured under the 
bark shall conform to the requirements 
shown in Table I, subject to a permissible 


Table I.— Diameters of Three Classes of 
Piles. 


Length, ft. 


Class A and Class B Piles 
(These differ in size only.) 


CIsss A CIfl.ss B 


Diam- 
eter 3 
ft. from 
Butt, 
in. 


a 


.1 cx 


Diam- 
eters 
ft. from 
Butt, 
in. 


Q 

la 

|.&i 

,.SE-i 


Class C 
Piles® 
(These differ 
from Classes 
A and B in 
size and 
quality.) 


Diam- 
eter 3 
ft. from 
Butt, 
in. 


•SH 


Douglas Fie and Southern Pine Piles ^ 


Under 40 

14 

18 

10 

12 

20 

8 

12 

20 

8 

40 to SO, ind.. 

14 

18 

9 

12 

20 

7 

12 

20 

6 

St to 70, incL. 

14 

18 

S 

13 

20 

7 

12 

20 

a 

71 to 90, incl.. 

14 

20 

7 

13 1 

20 

6 

12 

20 I 

6 

Over 90..... .. 

14 

20 

6 

13 

20 

5 

12 

20 

5 


Black Oak, Chestnut, Cypress, Pin Oak, Post or Burr 
Oak, Red Oak, White Oak, or Willow Oak Piles 


Under 30 

14 

18 

10 

12 

18 

8 

12 

20 

8 

30 to 40, incl.. 

14 

18 . 

9 i 

13 

20 

8 

12 

20 

8 

Over 40..... . . 

14 

18 ! 

8 

13 

20 

7 

12 

20 

6 


Length 

10. All piles shall be furnished cut to 
any of the following lengths, as specified: 
16 to 40 ft. in multiples of 2 ft., and over 
40 ft. in multiples of 5 ft. A variation 
of 6 in. in length shall be allowable, but 
the average length in any shipment shall 
be equal to, or greater than, the specified 
lengths. ' The -length of each pile' shall 
be legibly marked on the butt end with 
white or black paint. 

Straightness 

11. Piles shall be free from short or 
reversed bends, and free from crooks 
greater than one-half of the diameter of 
the pile at the middle of the bend. In 
short bends, the distance from the center 
of the pile to a line stretched from the 
center of the pile above the bend to the 
center of the pile below the bend shall 
not exceed 4 per cent of the length of the 
bend, or 2| in. A line di*awn from the 
center of the butt end , to the center of 
the tip- shall lie within the body of the 
pile. 

Class C Piles 


Cedar Piles 


Under 30 

14 

22 1 

10 

12 

22 

8 

12 

22 

8 

30 to 40, incL . 

U-i 

22 ! 

9 

13 

22 

8 

12 

22 

8 

Over 40 

14 

22 

8 

13 

22 

7 

12 

22 

7 


® In Class C piles, a mmimum diameter (at cut-off) of 
10 in. may be specified for lengths of 20 ft. and under, 
"Where larch, kdgepole or Norway pine, spruce, or 
tamarack piles are specified, their dimensions ^all cor- 
respond to the requirements shown for Douglas fir and 
southern pine. 


variation of minus | in. in any diameter 
in not more than 25 per cent of the piles 
of that diameter. 

{h) The diameter of a pile in cases 
where the tree is not exactly round shall 
be determined either by measuring the 


General Quality 

12 . Class C piles shall be of sound, 
live timber that will stand driving, and 
need not be peeled if they are to be used 
without preservative treatment. ■Tli-ey 
shall be free from decay and. other im- 
perfections such as bad knots and shakes 
which will, materially ,, affect their 
strength. Piles which have been scored 
for turpentine . . shall ■ -be, . accepted,, pro- 
vided, such scar does not exceed. 36, in., 
and' provided the scoring is of recent 
date ,, showing., the; scar ,tO ' be 'entirely 
sound and free from insect damage 
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.Specifications lOE Round 

Genera! Requirements 

13. (a) Tip. — ^The tip shall be sound. 

(b) . Taper,— Files shall have a gradual 
taper from the point of butt measure- 
ment to the tip. 

(c) Surface Finish-All knots and 
limbs shall be trimmed or smoothly cut 
flush with the surface of the pile. The 
butt and tip shall be sawed square with 
the axis of , the pile, or the tip may be 
tapered to a point not less than 4 in. in 
diameter if directed by the engineer in 
•charge, 

Sapwood 

14. Sapv70od requirements shall be 
identical with those for Class A and 
Class B piles as specified in Section 7. 

Peeled Piles 

15. The requirements for peeled piles 
shall be identical with those for Class A 




Timbee Pmes (D 25.-37) 

and Class B piles as specified in 'Sec- 
tion 8. 

Diameter 

16. The methods of measurement of 
diameter and the permissible variations 
in diameter shall be identical with Those 
for Class A and Class B piles as specified 
in Section 9. The recommended sizes 
are given in Table I. 

Length 

17. The requirements for length shall 
be identical with those for Class A and 
Class B piles as specified in Section 10, 

Straightness 

18. The requirements relating to 
straightness shall be identical with 
those for Class A and Class B piles as 
specified in Section 11. 



APPROTEB AS 
AMERICAW STAHBARD 

BY THE AMERICAM STAWDARBS ASSOCIATION 
ASA NO.s 04a-1927 


Standard Methods of 

TESTING SMALL CLEAR SPECIMENS OF TIMBER^ 



A.SXM. Designation: D 143 ~ 27 
Adopted, 1927.=* 

THs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 143; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


The everyday use of timber for multitudinous purposes makes manifest a 
continual need of data on its mechanical properties. The great variety of 
species, the variability of the material, the continually changing conditions of 
supply, the many factors affecting test results, all combine to make the tech- 
nique of testing wood unique in its complexity. 

In the preparation of this procedure for testing small clear specimens, con- 
sideration was given both to the desirability of adopting methods which 
would yield results comparable to those already available and to the possi- 
bility of embodying such improvements as experience has shown desirable. 
In view of the many thousands of tests made under a single comprehensive 
plan by the U. S. Forest Service, the Forestry Branch of the Department of 
the Interior, Canada, and other similar organizations, the procedure naturally 
conforms closely to the methods used by these institutions. This procedure 
is the outgrowth of a study of both American and European experience and 
methods. Its general adoption will tend toward a world- wide unification 
of results, permitting an interchange and correlation of data, and will estab- 
lish the basis for a cumulative body of fundamental information on the 
timber species of the world. 

These methods represent the entire procedure from selection of the 
trees to the manipulation of the test, thus controlling factors, such as 
the size and proportion of test specimens and rate of loading, which 
may influence results. No attempt has been made to cover methods of 
computation and analysis, as these questions may be considered independently 
at any time. Such sample data and computation sheets and cards have been 
incorporated, however, as were thought to be of assistance to the investigator 
in systematizing records. 


1 Under the standardization procedure of the Society, 2 pj-i^y to adoption as standard, these methods were 
these methods are under the jurisdiction of the A.S.T,M. published as tentative from 1922 to 1927, being revised in 
Committee D-7 on Wood, 1924, 
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Purpose of Tests 

1. Tests on small clear specimens of 
wood are made to afford: 

(a) Data for comparing the mechani- 
cal properties of various species.' 

(b) Data for the establishment of 
correct strength functions which, in 
conjunction with results of tests of 
timbers in structural sizes, ^ afford the 
basis for fixing allowable stresses. 

(c) Data upon which to determine the 
influence on the mechanical properties 
of such factors as density, locality of 
growth, position in cross-section, height 
of timber in the tree, change of proper- 
ties with seasoning, and change from 
sapwood to heartwood. 

Kind of Tests 

2. The principal mechanical tests are 
static bending, compression parallel to 
grain, impact bending, compression per- 
pendicular to grain, hardness, shear 
parallel to grain, ^ tension perpendicular 
to grain, cleavage, and tension parallel 
to grain. These tests are made on both 
green and air-dry material as specified in 
these methods. In addition, such phys- 
ical properties as specific gravity, radial 
shrinkage, tangential shrinkage, and 
shrinkage in volume are determined. 

Collection of Material 
Selection 
Authentic Identification 

3. The material shall be from trees 
selected in the forest by one qualified to 
identify the species. 

Selection and Number of Trees 

4. For each species to be tested from a 
given locality, at 'least five representa- 

® See Standard Methods of Static Tests of Timbers in 
Structural Sizes (A.S.T.M. Designation: D 198), see p. 805, 

f The test for shearing strength perpendicular to the 
grain (sometimes termed “vertical shear'*) is not included 
as one of the principal mechanical tests since in such a 
test the strength is limited by the shearing resistance 
.parallel to the grain. 


five trees of merchantable , ske and of 
approximately average age . shall .be 

selected. 

Selection and Number of Bolts 

5. The material from five trees of :each 
species from a given locality shaU ..be 

selected as follows : 

{a) From one tree, the ' entire mer- 
chantable bole, if not over 16 ft. in 
length;^- if over 16 ft., in length, four 4-ft. 
sections or bolts, the first, to be taken at 
the .stump, the second and third at 
distances .of one-eig.hth ' and . three- 
eighths, respectively, of ^ the merchant- 
able length above' the stump or as near 
thereto as possible; and the fourth at the 
top of the merchantable length. 

(6) From two trees, the 8-ft. section 
next above the 8-ft. butt log. 

(c) From two trees, the 4-ft. section 
next above the 12-ft. butt log. 

Substitution of Flitches for Bolts 

6. In cases where the logs or bolts are 
over 36 in. in diameter, a single flitch 6 
in., in thickness, taken through the pith 
in a north and south direction and repre- 
senting the full diameter of the log, may 
be substituted, in the same, length, for 
the full log or bolt specified in Section 5. 

Selection from Small Trees 

7. When the trees are relatively small 
in diameter, material in addition to that 
provided for in Sections '5 and 6 shall be 
collected, whenever possible, to insure a 
sufficient number of tests to give a good 
average for the species. 

Field liar king 

Tree Designation 

8.. Each tree shall be given an arabic 
number, the numbering in any given 

■. «This tree is intended to furnis!) test material for 
studying, among other things, the variation, of properties 
with height in trees and provides for this, purpose a 
section from, different heights. . Experience has shown 
that four sections or bolts, each 4 ft. in. length, wiH usually 
be sufficient for studying 'the. influence of .height .in tree on 
the mechamcal properties. 
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shipment to be consecutive for trees of a 
given species. 

Bolt DesIgEatioii ■ 

. 9. Each 4 ft. of length of a tree or log 
shal, be considered a “bolt.’’ Bolts 
shall be designated by small letters, 
beginning .with a for the 4~ft, section 
next above the stump. Bolt letters, 


given a shipment number or ^ other 
designation., ■ 

Field Descriptions 
Field Descriptions 

13. (a) Complete field notes de- 
scribing the material shall be fully and 
carefully made by the.collectorb These 


TABLE I.- 

Project No., i24 
Tree No., 10 

Locality cut: State, Montana 
Township, 6 iY., iS. 7 IF., M. P. M, 
/Slope, Moderate 
Undergrowth, None 
Height, 73.9 ft. 

Crown,, Length 25 fi.f width 12 ft. 


Stem, Soundj smooth, dear, length 20 ft. 
How and, when transported from woods, 


SHIPBffiNT DESCRIPTION TIELD NOTES. 

Shipment No., 323 
Species, LodgepoU pine 
County, Jefferson 
Date cut, Oct. 10, 1914 
Absolute elevation, 6600 ft. Aspect, southeasterly 

Soil, Deep, fresh-decomposed granite 
Seedling or sprout, Seedling Age, 140 yr. 

D.B.H. 11.1 in. 


Date sawed, Oct. 10,1914 
By sleigh and wagon, Oct. 13 to 15, 1914 


LIST OF SPECIMENS SAWED. 


N'uinber 

Bolts 

Length, 

ft. 

Diameter Inside Bark 

Volume 

Footage, 
b. m. 

Weight, 
Oct. 15, 
lb. 

Butt, in. 

Top, in. 

1 

■ — 

bed 

12.1 

U 

9.6 



336 

2 

efg 

12.1 

9.6 

8.9 



289 

3 

hij 

12,1 

8.9 

7.7 



242 

4 

klm 

12.1 

7.7 

6.1 i 



176 

S 

j nop 

12.1 

6.1 

3.1 



95 


Remarks: Stump height, 1.0 ft. Butt off on account of frost crack 3.0 ft. Length of top above last 
section taken, 9.4 ft. Total age, 140 yr. Tree was dominant throughout life. Rate of growth, regular 
and good average for Site I. Lower slope type, although of more than average height for the age and 
diameter found on poorer sites. 


therefore, indicate position with respect 
to height in tree. 

Maimer of Marking 

' 10. The tree number and bolt designa- 
tion, shall be plainly marked upon each 
log selected by the collector. Thus the 
16-ft. butt log of Tree No. 2 would -be 
designated 2abcd. Steel dies are recom- 
mended for marking the butt end of the 
logs. 

.Indication of Car.cliiial Point 

11, The north side of each log shall be 
indicated in some convenient manner. , 

Shipment Nuiaher 

12. All material colected from a given 
locality and shipped at one time shall' be 


notes shall, in general, supply data as 
outlined in Table I. 

(5) Photographs of the standing trees 
selected shall be taken. 

Preparation for Shipment 
Preparation for Shipment 

14. {a) The bark will be left on each 
log, and care shall be taken to keep the 
bark intact. The ends of the logs shall 
be carefully painted to retard or prevent 
end drying and end checking. 

(J) Record shall be made of the .ship- 
ment routing, Mil ' of lading,. , km^ of 
shipment, date of shipment, and con- 
dition of material when shipped. 
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({;) Record shall also be made of date to artificial heat. In addition they 
of receipt of shipment at destination, its should preferably be protected from the 
condition, and method of storage. sun. 


Fig. 1.— Section of Log Selected for Test Material, 
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Sawing. of Bolts 

17. (a) Air bolts shall ’be marked on 
the top end intO:2| by squares as 
shown in Fig. 2j and sawed into nominal 
2| by sticks. The letters N, E, 
,5^ .and indicate the cardinal points. 

(6) When flitches are substituted for 
bolts (Section 6)^ the same general mark- 
ing and iiuroberi.ng scheme of Paragraph 
(a) shall be followed in so far as it is 
applicable. 

Marking of Test Sticks 

18. All test sticks shall bear the ship- 
ment number, the tree number, stick 


riorih 



Fig. 2. — Sketch Showing Method of Cutting 
up the Bolt and Marking the Sticks. 


number, and bolt designation, to be 
known .respectively as Shipment No., 
Piece No., Stick No., and mark. Thus, 
400-1- iV’i'i represents Stick W4 of Bolt 
Tree !,, Shipment 400. . 

Matching for: Air-dry Tests 
Composition Bolts ■ 

19. In the tests made to determine the 
effect of air-drying on strength, the sticks 
from the c bolt' shall, be interchanged 
with those of the i bolt of the same^ tree 


to form two composition bolts, each 
composition bolt being complete and 
being made of equal portions of and 
d bolts.® The sticks from one of these 
composition bolts shall be tested green 
and those from the other shall be tested 
after air-drying. The sticks tested 
either, green or air-dry shall be regarded 
as if they were from the same bolt. 

Schedule for Forming Composition Bolts 

20. The division of green and' air- 
dry sticks shall be made according to the 
following schedule in which the numbers 
refer to stick numbers: 

composition Bolt to b$ Tested Green: 

Lower bolt c 1 4, 5 8, 9 

Upper bolt d 2, 3 <5, 7 10* etc. 

Composition Bolt to he Air^Dried and Tested: 

Lower bolt c 2, 3 6, 7 10, etc. 

Upper bolt d 1 4, 5 S, 9 

Disposition of Sticks 
Green Material 

21. The sticks (2i by 2i in. by 4 ft.) 
to be tested green shall be kept in an 
unseasoned condition while awaiting 
preparation for test by being stored in a 
framed pit or other suitable container, 
where they shall be close piled and 
covered with damp sawdust or in some 
other suitable manner. As material is 
required for test, it shall be removed 
from this pit, or container, surfaced on 
all four sides to 2 in. by 2 in. in cross- 
section, sawed to test size and kept 
covered with a damp cloth, in an air- 
tight container at a temperature of about 
70 F. (as nearly as practicable) until 
the time of test.' Care shall be' taken to 
avoid as much as possible the storage of 
green material in any form. Sticks to 
be "tested in a green condition should 
usually mot be sawed from the log form 
in quantities greater than is' required to 
meet the testing demands for from a few 


* Tbe 8-£t. section {(S and d bolts) from each of the two 
trees provided for , under Section :5 (b) is. intended for tests 
to determine the effect of air-drying on strength, 
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days to not more than , two weeks, de- 
pending on the prevailing conditions, 

Air-Dry Material 

;22. (<i) The ends of the sticks to be 
air-dried (2J by 2| in. by 4 ft.) shall be 
dipped in melted paraffin or other sub- 
stance suitable to retard checking. ' The , 
material shall be piled so as to have a 
space, of at least J in. on each side of each 
stick to permit circulation of air. The 
material shall be stored in a place allow-' 
ing free access of air, but protected from, 
sunshine, rain, snow, and moisture from 
the ground. The sticks in drying shall 
not be subjected to artificial heat. 

(b) All of the sticks from each com- 
posite bolt to be air-dried shall be 
weighed when stored and at sufficiently 
frequent intervals thereafter to get ac- 
curate data on the progress of seasoning. 
No material shall be considered thor- 
oughly air-dried and properly con- 
ditioned for testing until practically 
constant weight has been reached. 
(Wood absorbs and gives off moisture 
with changing atmospheric conditions, 
consequently it never comes to abso- 
lutely constant weight.) 

(c) When the material has reached 
equilibrium, moisture sections 1 in. in 
length shall be taken from about 10 per 
cent of the sticks to determine the actual 
moisture content. These moisture 
specimens shall be cut not less than 1 ft. 
from the ends of the sticks, and in such a 
way as to prevent any appreciable loss of 
material for testing. When thoroughly 
air-dry, the material shall be surfaced on 
four sides to 2 in. by 2 in. in cross-section 
and tested. 

Order, Selection, and Nijbiber of 
'Tests 

Order of Tests 
Order of Tests 

: 23. The order of tests in all cases shall 
be such as to eliminate as far as possible 


from the comparisons the , effect ;.of 
changes in the specimen due to such 
factors as storage and , weather' condi- 
tions. 

■ Selection of Specimens 
Preference in Selecting Specimens 

24 . In case the material from a given 
bolt should be insufficient to furnish 'all 
the test specimens hereinafter required, 
the preferential order of mechanical tests 
to be used in selecting specimens shall 
be as follows: Static bending,' compres- 
sion parallel to grain, impact ' bending, 
compression perpendicular to grain, 
hardness, shear parallel to grain, tension 
perpendicular to grain, cleavage, and 
tension parallel to grain. 

Test Pieces from Bending Specimens 
' After Failure 

25 . In many cases where a shortage of 
material exists, certain test specimens 
may be taken from the uninjured portion 
of the static and impact bending speci- 
mens remaining after test, provided 
proper care is used in the selection. 

Quality of Test Material 

26 . Only clear straight-grained ma- 
terial, free from decay and other defects, 
shall be used for the tests. However, 
small knots and other similar defects 
may be admitted in such specimens as 
static bending when their location is such 
that it is certain they will not in any 
way influence the failure or otherwise 
affect the strength of the specimen. 

. Number of Tests for Each Bolt 

Static Bending 

27 . One static bending specimen shall 
be taken from each pair of sticks. A 
pair consists of two ' adjacent ; sticks 
equidistant from the pith, as WS and 
If 4, Fig. 2. In the composite bolts 
tested to afford a comparison of' the' 
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..strength .cf .green., and. .air-dry material, Compression Perpendictilar to Grain , 

the., pair of .sticks shall be constituted as One compression-perpendicular- 

above, ex.cept that, the sticks in this to-grain specimen, shall, be .taken from 

case will be from different bolts. ' Thus ..' 5 Q cent of the sticks selected 

WU md WU constitute one pair of for static bending. 

sticks to be tested green, and PF3c and 

IF4d the corresponding pair to be tested Hardness 

air-dry (Section 20). 31. One hardness specimen shall be 

^ ^ ^ „ , taken from each of the other 50 per cent 

Compression Parallel to Gram of the static-bending sticks. 

28. One compression-parallel-to-grain ^ , 

specimen shall be taken from each stick. Parallel to Gram 

Load-compression curves shall be taken 32. Eight shear-parallel- to-grain spec- 
on 20 per cent of the specimens. imens shall be selected from the unused 


Fig. 3. — Cross-Sections of Bending Specimens Showing Different Rates of Growth of Longleaf Pine 

(2 by 2-m, Specimens). 

■ ■( '. 

Impact Bending portion or ends of four sticks from which 

29 . Eight impact-bending specimens lending specimen have been selected, 
shall be taken from each bolt, selection Two specimens shall be taken from near 
being made from the sticks remaining The pith, two from near the peripher}', 
after obtaining the static bending tests. are representative of the 

Two of the specimens shall be selected average growth of the cross-section of the 
from near the pith, two from near the bolt. One of each pair of specimens 
periphery, and four which are repre- from the same stick shall be tested in 
sentative of the cross-section. radial shear (surface of failure radial) 
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and the other in tangential shear (sur- 
face of failure tangential). 

Tension Perpendicular to Grain 

33. Eight tension-perpendicular-to- 
grain specimens shall be selected from 
four sticks in a manner similar to that 
for shear (Section 32). One of each 
pair of specimens from the same stick 
shall be tested in radial tension (surface 
of failure radial) and the other in tangen- 
tial tension (surface of failure tan- 
gential). 


Specific Gravity and Shrinkage in Vol- 
ume 

36. Six specific gravity and shrinkage- 
in-volume specimens shall be selected 
from the unused portion of bending or 
tension-paraUel-to-grain sticks, selected 
so as to give one from near the pith, one 
from near the periphery, and four that 
are representative of the average growth 
of the cross-section of the bolt. These 
specimens shall be selected only from 
the sticks to be tested in a green con- 
dition. 



syoW” growth, 


■ v1raSe"So^^j 




AVERAGE GROWTH 


V ; GROWTH,; 

Fig. 4, — Tangential Surfaces of Bending Specimens of Different Rates of Growth of Jeffrey 

(2 by 2 by 30-in. Specimens). 


Pine 


Cleavage Perpendicular to Grain 

34, Eight cleavage specimens shall be 
selected from four sticks in a manner 
similar to that for shear (Section 32). 
One of each pair of specimens from the 
same stick shall be tested in radial 
cleavage (surface of failure radial) and 
the other in tangential cleavage (surface 
of failure tangential). 

Tension Parallel to ■ Grain 

35, Four tension parallel - to - grain 
specimens shall be chosen of which^ one 
shall be selected from near the pith, one 
from near the periphery, and two which 
are representative of the cross-section. 


Radial Shrinkage 

37. Two ' radial shrinkage specimens, 
shall be obtained from each d bolt. 
They shall be cut from the ^^sectors” or 
‘‘quadrants*' remaining after sawing 
(Fig. 2) or from disks cut from near the 
end of the bolt. When a disk is used, 
care must be taken to see that it is green, 
and has not been' affected by shrinking 
and checking which is common near the 
end of the bolt. The specimens shall not 
be surfaced. Radial' shrinkage speci- 
mens shall be cut. with their width in 
the radial direction. One shall be taken 
from the heartwood, and the other from 
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near the , periphery. ■ When possible the 
second shall consist .entirely of sapwood. 

Tangential Sliiinkage . 

38. Two tangential shrinkage speci- 
mens shall be obtained from each d' bolt. 
They shall be selected at the same time 
and in a manner similar to radial- 
shrinkage specimens (Section 37), except 
the width shall be in a tangential direc- 
tion: The specimens shall not be sur- 
faced. One shall be taken from the 


cross-section and on' the radial and tan- 
gential surfaces. Fig. 3 is a typical 
photograph of the cross-section of test 
specimens and Fig. 4 of the tangential 
surface of bending , specimens. . 

Control of Moisture Content 
Control' of Moisture Content 

40. As previously specified (Section 
22) sticks for test in the air-dry con- 
dition shall be brought^ to practically 



Fio. 5. — Diagrammatic Sketch of Method of Conducting Static Bending Test. 


heartwood, the other' from near the pe- 
riphery and when possible shall consist 
entirely of sapwood. The heartwood and 
the sapwood specimens shall be taken 
adjacent to the respective specimens 
selected for radial shrinkage. 

'FJwio graphs of Sticks 
Sticks to b.e Photographed 

39. Four of the bending, sticks' from- 
each species shall be .selected for photo- 
graphing, as follows: two average growth, 
one fast growth, .and one slow growth.' 
These sticks shall .be : photographed ..in' 


constant weight before test. Tests shall 
then be carried out in such manner that 
large changes in moisture content will 
not occur. (For instance, in : ordinary 
heated rooms the relative humidity is 
usually below 30 per cent. If wood 
which has been dried to practically 
constant weight under ' .the .condition 
specified by Section 22 is brought into 
such a room, a considerable and rather 
rapid drying out will, occur.) To pre- 
vent, su,cli changes, the testing, room and 
rooms for the preparation of test .speci- 
mens .should preferably have, some, means 
of humidity control.',' ' . .. 
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Record, of Eeartwood and Sapwood 
Proportion of Sapwood 

41. The estimated proportion of sap- 
wood present shall be recorded for each 
test specimen. 

Static Bending 
Size of Specimens 

42. The static bending tests shall be 
made on nominal 2 by 2 by 30-in. speci- 
mens. The actual height and width at 



Fig. 6.“-Details of Bearing Block for Bending 
Tests. 

the . center and the length shall be 
measured (Section 113). 


Loading Span and Supports 

43. Center loading and a span length 
of 28 in. shall be used. Both supporting 
knife edges shall be provided with bear- 
ing plates and rollers having a total 
thickness of approximately 1| in. ' in 
order to bring the neutral plane of the 
test specimen about 2| in. from the 
knife edges. (Fig- 5.), 


Bearing Block 

44. A bearing block of the form and 
size of that shown in Fig. 6 shall be used 
for applying the load. 

Placement of Growth Rings 

45. The specimen shall be placed so 
that the load will , be applied through 
the bearing block to the tangentiah (flat- 
sawed) surface nearest the pith. 

Speed of Testing 

46. The load shall be applied con- 
tinuously throughout the test at a rate 
of 0.10 in. per min. (Section 114). 

Load-Befiection Curves 

47. (a) Load-deflection curves shall 
be taken to or beyond the maximum 
load for all static bending tests. In one- 
third of the tests, the curves shall be 
continued to a 6-in, deflection, or until 
the specimen fails to support a load of 
200 lb. 

(b) Deflections of the neutral plane at 
the center of the length shall be taken 
with respect to points in the neutral 
plane above the supports. 

(c) Within the elastic limit, deflectior 
readings shall be taken to 0.0025 in. 
After the elastic limit has been reached, 
less refinement is necessary in observing 
deflections, and these may then be read 
directly to the nearest 0.01 in. by means 
of a wire stretched across a scale. Figure 
5 illustrates the method of test and type 
of deflectometer recommended for de- 
flections up to 1 in. 

(d) The load and deflection of first 
failure, the maximum load, and points 
of sudden change shall be shown on the 
curve sheet^ although they may not oc- 
cur at one of the regular load or deflec- 
tion increments. 


T See Fig. 1 of the Appendix for a sa,mp|e static bending 
data sheet form, Fig. 2 of the Appendix shows a sample 
computation data card. 
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Pescriftioa of Failures . 

' 48.' , (fl),. BeEding failures shall be clas- 
sified' according to the appearance of the 
fractured, surface and according to the 



(c) 


(cl) 

(e) 

(f) 


C) (j) (n. 

Fig. 7, — Types of Failures: e to /, Bending; 
g to kj Compression Parallel to.. Grain. 

manner in which the failure . develops. 
The fractured surfaces' may be roughly 
divided into brash and fibrous, the term 
‘^brash^’ indicating an abrupt failure and 
the term ^^fibrous’^ indicating, a fracture 
showing splinters. The ^ test failures 



Cg),, 



shall be classified and described as fol- 
lows: 

Simple tension (see Fig. 7a), 

Cross grain^ tension (see Fig. 76), 

The presence of cross grain having 
a slope which deviates more than 1 in 
20 from the longitudinal edges of the 
specimen shall be cause for culling the 
test 

Splintering tension (see Fig. 7r), 
Brash tension (see Fig. 7d), 
Compression (see Fig. 7e), and 
Horizontal shear (see Fig. 7/). 

(6) In case two or more kinds of fail- 
ures develop, all shall be described in the 
order of their occurrence; thus, compres- 
sion followed by splintering tension. 
The failure shall be sketched on the data 
sheet. 

Weight and Moisture Content 

49. The specimen shall be weighed 
after test and a moisture section 1 in. 
in length shall be cut near the failure 
(Section 112). 

■ Compression Parallel to Grain 
Size of Specimens 

50. The compression-parallel-to-grain 
tests shall be made either (1) on nominal 
2 by 2 by S-in. specimens or (2) on speci- 
mens of the special form shown in Fig. 
8. The actual cross-section dimensions, 
or the diameter at minimum section, 
and the length shall be measured (Section 
113 ). 

Advantage of Special Form ^ 

51. The specimen with reduced cross- 
section (Fig. 8) will usually require less 
care preparatory to test in order to pre- 
vent crushing at the' : ends than the 

* The term ‘*cross grain” shail.be considered to Include 
.all deviations of grain 'from 'the ' direction ■ of , .the longi- 
tudinal, axis or longitudinal edges of the specimen. It 
should be noted that spiral grain may, be present even to 
ft serious extent without being evident from ■ a , casual 
■observation. 
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specimeE with uniform ", cross-section 
throughout the length, 

Ind Surfaces ParaUel 

52- Care shall be used in preparing the 
compression-parallel-to-grain test speci- 
mens to make the end surfaces parallel 

.'Spherical Bearing 

53. A spherical bearing block shall be 
used and so adjusted for each test as to 
obtain a uniform distribution of load 
over the ends of the specimen. 

Speed of Testing ' 

54. The load shall be applied con- 
tinuously throughout the test at a rate 
of 0.024 in- per min. (Section 114). 


Position of Test Failur.es ■ 

56. In order to obtain satisfactory and 
uniform resultSj it is necessary that the 
failures be made to develop in the .body 
of the specimen. With . specimens, , of , 
uniform cross-section, .this result can .best . 
be obtained, when the ends are at a, very 
slightly lower moisture content than the 
body.' With green material '' it • will 
usually suffice to close-pile the speci- 
mens, cover the body with a damp or 
wet cloth, and expose the ends. for. a 
short time- For air-dry material, it may: 
sometimes be advisable to pile the; 
specimens in a similar manner and place 
them in a desiccator should the failures 
in test indicate that a slight end drying 
is necessary. 




a*' 

04 

I 


Fig. 8 - — Compression-Parallel-to-Grain Test Specimen Special Form, 


Load-Compression Curves 

55- (a) Load-compression curves shall 
be taken for a d-iii. central gage length 
on 20 per cent of the specimens. Load- 
compression readings shall be continued 
until the elastic limit is well passed, as 
indicated by the curve.® On the other 
80 per cent of the specimens the maxi-' 
mum load 'only will be obtained. 

(6) Deformations shall be read to 
O.OOOSin.: 

(c) Figure 9 illustrates a type of com- 
pressometer, using a , Johnson dial, which 
has 'been ^ found satisfactory for wood 
testing. ,. 

® See Fig. 4 of the Appendix for a sample compression- 
paraUel-to-grain data sheet form. Figure 3 of the Ap- 
pendix shows a sample computation data card. 


Description of Failures 

57. Compression failures shall be clas- 
sified and described according to their 
appearance, as follows : 

(a) Crushing . — This term shal be 
used when the plane of rupture is ap- 
proximately' horizontal See Fig. l{g)r 
{h) Wedge Split. —Tlit direction of .the 
split, that is whether radial or. tangen- 
tial, should be noted., See Fig. 7(A). ■ 

(c) Shearmg.--Thk term shall be used^ 
when the plane of rupture makes an 
acute angle with, the axis of the speci- 
men. See Fig. 7 (i). 

' {i) SpliUing.Stt Fig. 7(j). 

(e) Compression and Shearing Paral- 
lel to Gfai#— This failure usually occurs 
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in cross-grained pieces, and should be inch and' the proportion of summer wood 

culled as' a compression test. See Fig. shall be measured over a representative 

T{k). ' The failure shall be sketched on inch of cross-section. In determining 

the data sheet. In addition the loca- the proportion of summer wood, it is 

tion of the failure shall be recorded along essential that the end surface be prepared 

with its description. so as to permit accurate summer wood 



Fic. 9.— Diagrammatic Sketch of U. S. Forest Service Compressometer and Method of Conducting 

Compression-Parallel-to~Grain Test. 

Weight and Moisture Content measurement. When the fibers are 

58. Tlie specimen shaU be weighed broomed over at the ends from sawing, 
after test and a moisture section 1 in. ^ bght sanding, planing, or similar 
in length shall be cut from the body treatment of the ends is recommended. 

near the faUure (Section 112). Impact Bending 

png and Suiimor: Woo^d Size of Specimens ; 

59. After the;; m section has 60. The impact bending tests shall; 

been weighed, the number of rings per be made on nominal 2 by 2 by 30-in.' 
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specimens. The actual height and width 
at the center and^ the length shal be 
measured (Section 113), 

Loading and Span 

61: Center loading and a span length 
of 28 in. shall be used. 



Fig. 10. — Hatt-Turner Impact Machine, 
Illustrating Method of Conducting 
Impact Bending Test. 

Bearing Block 

62. A metal tup of curvature corre- 
sponding to the bearing block shown in 
Fig. 6 shall be used in applying the load. 

Placement of Growth Rings 

63, The specimen shall be placed so 
that the load will be applied through 
the bearing block to the tangential or 
flat-sawed surface nearest the pith. 


Procedure 

64. The tests shall be made' by incre- 
ment drops in a Hatt-Tumer or similar 
impact machine (see Fig. ' 10) . The 
first drop shal be 1 in. j which shall be 
increased by 1-in. inLcrements until a 
height of 10 in. is reached. ' A' 2-in. 
increment shall then be 'used until com- 
plete failure occurs or until a 6-in. deflec- 
tion is reached. 

Weight of Hammer 

65. A SO-lb, hammer shall be used 
when, with drops up to the capacity; of 
the machine (about 68 in. for the small 
Hatt-Turner impact machine), it is prac- 
tically certain that complete failure or a 
6-in. deflection wOl result for all speci- 
mens of a species. For all other cases a 
100-ib. hammer shall be used. 

Deflection Records 

66. Graphical drum records, giving 
the deflection for each drop and the set, 
if any, shall be made until first failure 
occurs. This record shall also afford data 
from which the exact height of drop 
can be scaled for at least the first four 
falls. 

Drop Causing Failure 

67. The height of drop causing com- 
plete failure, or a d-in. deflection, shall 
be observed for each specimen. 

Description of Failure 

68. The failure shall be sketched on 
the data sheet^^ and described in ac- 
cordance with the directions for static 
bending under Section 48. 

Weight and Moisture Content 

69. The specimen shall be, weighed 
after the test and a' moisture section 

See Fig. 5 of the Appendk for & sample dram record. 

. » See ■ Fig. 7 of the Apmn<ilx for a sample Impact- 
bending' data sheet form. Figure 6 of the Appendix shows 
a sample computation data card. 


I 
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1 la. in leagtli shall be cut near the failure 
(Section 112). 

. Compression Perpendicitlar to. 
Grain 

Size of Specimens 

: 70. The compression-perpendicular- 
to-grain tests, shall be made on nominal 

2 by ,2, by b-in. specimens. The actual 
height, width, and length shall, be meas- 
ured (Section 113). 


Speed of Testing ■ 

73. ' The load' shall be applied /con- 
tinuously throughout the test at a rate 
of 0.024 in. per min. (Section 114). 

Load-Compression Curves 

74. (a) Load-compression curves^^ 
shall be taken for all specimens up to 
O.l-in, compression, after which the test 
will be discontinued. 

■ (b) Deflection readings shall be taken 
to 0.001 in. 



Loading 

71* The load shall be applied through 
a' metal bearing plate 2 in. in width, 
placed across the upper surface' of the 
specimen at equal distances from the 
ends and at right angles to the length.' 
(See Fig. 11.) ■ 

/Placement '.of Growth Rings 

72« The specimen shall, be placed so 
that the load will be applied ■ through 
the bearing plate to a radial (quarter- 
sawed) surface. . 


Weight and Moisture Content 

75. The specimen shall be weighed 
after test and a moisture section 1 in. 
in .length shall be cut adjacent to, the 
part, under load (Section 112). 

Hardness 
Size ' of Specimens 

, , 76. The hardness tests shall be made 
on nominal 2 by 2' by 6-m. .specimens. 

- 1* See Fig, 8 of the Appendix for a sample compression- 
perpendicular-to-grain .data sheet form. . Figure 9 of the 
Appendix shows a sample computation data card. . 


Tests FOR; Small Cleae Timber- Specimens. (D,:l43 --27) 


789 


The actaal cross-section dimensions and 
length shall be measured (Section 113). 

Procedure . , 

77. The modified ball test with a 
“ball’^ 0.444 in. in diameter shall be 
used for determining hardness. (See 
Fig. 12.) The load at which the “ball^’ 
has penetrated to one-half its diameter 
as - indicated by the tightening of the 
collar against the specimen shall be 
.observed. 



Scale, in. 


Fig. 12. — Diagrammatic Sketch of Method of 
Conducting Hardness Test. 

Humber of Penetrations 

78. Two penetrations shall be made 
on a tangential surface, two on a radial 
surface, and two on each. end. The 
choice between the two radial and be- 
tween the two tangential surfaces shall 
be such as to give a fair average of the 
piece. The penetrations shall be far 
enough from' the edge-to prevent splitting 
or chipping.^® . 

See Fig. 10 of the Appendix for a sample data and 
computation card for hardness test. 


Speed of Testing - 

79. The load, shall be applied: , con- 
tinuously throughout , the test at,, a rate 
of 0.25 in, per min. (Section 114): 

W eight and Moistu.re C-ontent 

80. The specimen shall be weighed 
after test and 'a moisture section 1 in. 
in length shall be cut (Section 112). , 

■ Shear Parallel to Grain , 

Size of Specimens 

81. The shear-parallel- to-grain tests 
shall be made on nominal 2 by 2 by 21- 
in. specimens notched as illustrated in 
Fig. 13 to produce failure on a 2' by 2- 
in. surface. The actual dimensions of 
the shearing su,rface shall be measured 
(Section 113). 

Procedure 

82. A shear tool similar to that illus- 
trated in Fig. 13, providing a |-in. offset 
between the inner edge of the supporting ' 
surface and the plane along which the 
failure occurs, shall be used. The load 
shall be applied and the specimen sup- 
ported ■ on end-grain surfaces. Care 
shall be taken in placing the specimen in 
the shear tool to see that the cross bar is 
adjusted so that the edges of the speci- 
men are vertical and the end rests evenly 
on the support over the contact area. 
The maximum load only will be observed. 

Speed of Testing 

83. The load shall be applied 'con- 
tinuously throughout the test at a rate 
of 0.015 in. per min. (Section 114). 

Test failures 

84. The failure shall be sketched on 
the data card.^^ In all cases where the 
failure at the base „of the specimen ex- 

See Fig. 11 of tiie Appendix for a sample tang€«tiiil* 
sLear'parafe-tO'-graitt data sieet fo'rm. - 
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tends back onto tie supporting surface, 
tie test shall be culed. 

Moisture Content 

85, The portion of the test piece which 

IS' sheared off shall be used as a moisture 
specimen (Section 112). ■ 

■Tension Perpendicular to Grain 

Size of Specimens 

86, The tension-perpendicular-tCK 
grain tests shall be made on specimens 



Fig. 13.— Diagrammatic Sketch of Method of 
Conducting Shear-Parallel-to-Grain Test, 
with Details of Test Specimen. 


of the nominal size and shape shown in 
Fig, 14. The actual width and length 
at minimum sections shall be measured 
{Section 113). 

Procedure 

87, The specimens shall be held dur- 
ing test in grips as shown in Fig. 14. 
The maximum load only shall be ob- 
served. 


Speed of Testing . 

88, The load shall be applied con- 
tinuously throughout the test at a rate 
of 0.25 in, per min, (Section 114). ; 

Sketch of Failure 

89, The failure shall be sketched on 

the data card.^® 

Moisture Content 

90, One of the pieces remaining after 
failure, or a section split along the sur- 




Fig. 14.— Diagrammatic Sketch of Method of 
Conducting Tension-Perpendicular-to- 
Grain Test, with Details of Test 
Specimen. ' 

face of failure, shall be used as a moisture 
specimen (Section 112). 

■ Cleavage 
Size of Specimens 

91, The cleavage tests shall be made 
on specimens of the form and size shown 
in Fig. 15. The actual width and length 
at' minimum section shall be measured 
(Section 113). 

“See Fig. 12 of the Appendix for a sample radial- 
tension-perpendicular-to-grain data sheet fom- 
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Procediire 

'92. The specimens shall be held during 
test in grips as shown in Fig. 15. The 
maximum load only shall be observed. 

Speed of Testing 

93. The load shall be applied con- 
tinuously throughout the test at a rate 
of 0.25 in. per min. (Section 114). 

Sketch of Failure 

94. The failure shall be sketched on 
the data card.^® 



Moisture Content 


shall be made on specimens of the size 
and shape shown in Fig. 16« The actual 
cross-section dimensions . . at minimum 
section shall be measured (Section 113). 

Procedure 

97. -The specimen shall be held. during 
test by plates notched to fit around the 
test piece and under the 0.25-iii. shoulder 
provided for that purpose. A spherical 
bearing- shall be used on at least one 



95. One of the pieces remaining after 
failure^ or a section split along the sur- 
face of failure, shall be used as a moisture 
specimen (Section 112). 

Tension Parallel to Grain 
Size of Specimens 

96. The tension-parallel-to-grain tests 

'^.See Fig., 13 of the Appendix for a sample radial- 
',cleavage data sheet form, . - ' 


Fig. 16.— Details of Tension-Parallei-to-Graio 
Test Specimen. 

end of the specimen. Maximum load 
only will be observed. 

Speed of Testing' 

98. The load' shall be applied con- 
tinuously throughout' the test at a rate 
of 0.05 in. per min. (Section 114). 
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Sketcli of. Failtire ' 

99. ' The failure ' shall be sketched on 
the, data .sheet 

Moisture Content 

100. A moisture section about 3 in, 
in length shall be cut' from the minimum 
section near the failure (Section 112). 


actual' xross-seetion ,, dimensions,, and 
length shaE be measured (Section .113). 

Procedure 

102. (a) Both specific gravity and 
shrinkage-in-volume ■ determinations 
shall be obtained on the same specimen, 

■■ (&) A carbon impression of the end of ■ 



Fig. 17. — Method of Conducting Specific Gravity and Shrinkage-in-Volume Test, 


SPEcmc Gravity and Shrinkage 
IN- Volume 

Size of Specimens y ■ 

101. The specific gravity and shrink-: 
age in volume tests shall be made on 
nominal 2 by 2 by 6-in. specimens. The 

^^ See Fig. 14 of the Appendix for a sample tension- 
paraMel-to-grain data sheet form. ' 


the green specimen shall be made on the 
back of the data card.^® In like mannerj 
a carbon impression of the same end shall 
be made after the specimen has been 
oven dried. (See Paragraph (^).) 

(c:) The specimen shall be weighed 
when green (Section 112) and the volume 

“See Fig. 15 of the Appendix for a sample specific 
gravity and shrmltage-m-volume data card form. 







Fig. 18. — Method of Measuring Radial and Tangential Shrinkage. 


paraffin bath, care being taken to remove 
them quickly to insure a thin coating. 

(g) The volume of the paraffin-coated 
specimen shall be determined by immer- 
sion as before. 

(/i) Figure 17 illustrates the apparatus 
used ill determining the specific gravity 
and, shrinkage in volume. 

Radial AND Tangential Shrinkage 
Size of Specimen 

103. The radial and tangential-shrink- 
age determinations shall be, made on 
nominal 1 by 4 by 1-in. specimens. The 
specimen shall be measured across the 
(4-in.) dimension in which the shrinkage 
is to be determined (Section 113). 


Final Measurement 

106. Final measurement shall be made 
on the oven-dry specimen.^® 

Method of Measurement 

107. Figure 18 illustrates the method 
of making the radiaT and tangential- 
shrinkage measurements. An ordinary 
micrometer of required accuracy is suit- 
able for this work (Section 113), 

Moisture Determination 

Selection 

-■ 108. The sample for moisture deter- 
minations of each test specimen shall be 

w See Fjk. 16 of the Appendix^ for a sample radial and 
tangenUal-shriiikage data card form. ' 


shall be determined by the : immersion 
,metho,d. , 

(^) The green specimens after immer- 
sion shall be open-piled and allowed to 
air-season under room conditions until 
approximately constant weight is at- 
tained. 

(e) The specimens shall then be open- 
piled in an oven and dried at 100 C. 
until constant weight, is reached. 

(f) After oven drying, the specimens 
shall be weighed (Section 112) and while 
still warm shall be immersed in a hot 


Weight 

■ 104, The specimen shall be weighed 
when green and after subsequent oven 

drying (Section 112). 

Drying 

105, (a) The green specimens shall be 
open-piled and allowed to air-season un- 
der room conditions until approximately 
constant weight is attained. 

(b) The specimens shall then be open- 
piled in an oven and dried at 100 C, 
until constant weight is attained. 
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selected' as heretofore described for each 
: test\,. 

■Weighing.'; 

1§9. Immediately after obtaining the 
moisture samplcj ail loose splinters shall 
be removed and the sample shall be 
weighed (Section 112). 

Drying 

110. The moisture sam.pl,es. shall be 
open-piled ' in an oven and dried at a 
temperature of 100 C, until constant 
weight is attained, after which the oven- 
dry weight shall be determined (Section 
112 ). ', 

Moisture Content 

111. The loss in weight expressed in 
percentage of the oven-dry weight as 
above determined shall be considered 
the moisture content of the specimen. 

Permissible Variations 
Weights 

112. The weight of test specimens and 
of moisture samples shall be determined 


to an accuracy of not less than plus or 
minus 0.2 per cent 

Measurements 

113. Measurements of test specimens 
shall be made to the nearest 0.01 in. 
except in the case of tension parallel to 
grain, radial shrinkage, and tangential 
shrinkage, when measurements shall be 
. taken to the nearest 0,001 in. 

Testing Machine Speeds ' 

114. In no case shall the testing ma- 
chine speed used vary more than 25 per 
cent from that specified for a given test. 
The load shall be applied continuously, 
without interruption, at the required 
speed throughout the test. 

Calibration 

CalibratiO'ii 

115. 'All apparatus used in obtaining 
data shall be calibrated at sufiiciently 
frequent intervals to insure accuracy 3® 

50 Standard Methods of V crification of Testing Ma- 
chines (A.S.T.M. Designation; E 4), see p. 1244, 
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STATIC BENDING 

Q?.Clt?.C~- Loading 

iixr- station. - I)ate..4m.?£-h 

Spe€ies,.,M9.ii0i^?.?..fLC.. Grade Seasoning.. Gregn 

Mings i?......... Sap..O... ^ Summerwood Moisture .314... 

Span ?MM. Length. ..S.OJPJpj,,.. Height Width.Z.OG/a... WeigUJ?.Si.g....... 


mo $3t 

■'liiK'Ko.r**' 

{ProjAset N0.> 


specirie ewtfin, 

F, S. AT E. V. 

U.OF R. 

M. OF E. 

SHEAR. 

WORK TO 

e. L 

WORK TO 
MAX LOAB. 

TOTAL 

WORK 


AS T£ST. 

6.628 

ov. Bar. 

om\ 

54 iO 

8120 

1756 


0.92 

i 

I 7.1 

..ZQ.J..... 














■ 






' 




Mid. i. .............. low, i 

Mid. ^ Low, i ... 


Mings: Up. i ... 

Sum. wood; Up. i.... 

Hefeds — 

failure ....GQa:?^.r.§s,§ioo....fp//o^^ 




Fig. 2. — Sample Computation Data Card for Static Bending Test. 



£-// 

(Ship.Sfo.) 

(Stick No.) 

/ 

4-7 

(PlMB No.) 

(Mark) 

Species .... 


Fings 



Length .... 

d 00 //7. 


COMPRESSION PARALLEL TO GRAIN 

"'(iHb'No.r" 

Statm...Madm/l Pde Ay3:.^fJ.m 

..El.C. Grade Seasoning ..^£Cfy2.......... . 

.. Sap ...PP. fp Summerwood .fo Moisture % 

.... Cross section X ..P.tPJJp: Weight .. 


SmiFH' GramtV j 

,1 

Max, 

Vitvsit. Sr. IT K. L. 

Max. C»fa«. St. 

W. Of E. 

lOAB AT 2.1. 

Dhf.ATE.I 

At Tuat 

<>v. Dry 

0.B9Q 

6.438 

74 780 

3220 

3600. . 

7992 

m.QQo... 

0.0097 


















defects 


Failure 



Fig. 3.— Sample Computation Data Card for Compression-Parallel-to-Grain Test. 



















Fig. S.- 

—Sample Drum Record of Impact Test. 


duTjm^ 

B-n 

If^ACT BENDING 

^lONsr 

{Sbip^Ho.} 

(Stick No.) 

staiim Madison 

{Ji.ab. ,Ng.> 

124 

(Piece i-lo.) (Mark) ' 

?«>.« . - Djsuqlas Fir 

<Proj(aci Nw ) 

Grade ...Q&Sn.___ Seasoning 



JQQ ^ Summerwood Moisture. 

6h4 

TiuntT 

..Ik. Span 28 in,,, length Z^S. A Height 2^00 in,. Width. ZM/m 

Weight/ZM^, 


hmr 

m. 

BiEAP. 

Diy. 

■ OjTR* 

Sct. 

Drop 

No, 

Hcao. 

Brp. 

©UP* 

Srr. 

1 


1.0 

0 

.15 

a 017 


11 

12.0 

O.SO 

0.250 


2 


2.0 


m 

v.osz 


12 

14.0 

0.55 

0. 502 


3 


3.0 


22 

a 04$ 


13 

16.6 

O.&Z 

0.584 




4.0 

c? 

26 

0.068 


14 

18.0 

0.67 

0.563 


' 5 , 


5.0 

0 

50 



15 





6 


6.0 


.54' 

a ne 


16 





7 , 


7.0 

A 

.56 

am 


17'.1 





s 


8.0 

A 

.58 

0,144 


■ 18. J 







B.O''' 

0 

.43 

a 185 


19 





w '■ 


10.0 

0 

.46 

0.21Z 


20 




1 

Fmkre: 

Compr 

ess ion FoHowed by Split 

tlerina Tension^ 
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fFsJeci 


U. S. OEPAfTTMENT OF AQRICULTUHS 
FOREST SERVICE 


Workias 

Ijibaptttaay No. ZQlJfJ,,,, 

Specks Dou glas Fir. 

Kind of test 

Brads — 


BtoBw Madison 
34 


Broop — — sr:r : : s r ..,. 
Loading , — .jSieMl,... 


28 in. 


Dmiance beiwoon collars 

Width of plate «.,rn=rr;.-: .... 

Machm 


Speed of mach... 
Weight of henna. 


Height.,. 


..M&h 




32 

........ 3Q 

........ 

26 

.per min. 2^ 

22 


..MMkie,,. 


*"20 


CrosssectwrK....'7::r:e':a:z~. .... ~..3? 

Weight 4 

Bings per inch — 

Sap ... 


fOO% 


Summenvoou 


vtmoning .fefMf?...., 

Moisture 6L4% 


Hind of failure ...jP.P.(a.jg.r!?S.iWn.Mkmd. 12 




Sate Aug. 26, m4. 


Piece Mo.. . / 


»ark ' C. 


il 

P 


5 


M 

1 


P 



ffflM 

Mg 


ffi 



;t 

i 


P 

w 

$ 

1 

:P 

n 


mf 






Si 



M 

M 

ii^ 

p 


Bi 



IS 

fnTflff-f 

1 
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p 

ffi 

ip 







i 

piii 

1 

n 


m 

1 

1 

m 



IP 


I 

1 

III 

1 

1 

1 

1 

1 

! 


IP 

A 

II 

n 

S 

M 

iHP 

1 

s 




I 

ii= 


Ml 
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1 


iS 

g 

g 
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m| 
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S 

1 

iiBi 
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m 

m 

i 

M 

M 
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1 
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1 
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1 

I 


# 

s 

if 

■ 
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TnT 


T 

Tn 



mf' 

mi 

ip: 

Liip 

Ep 


TTTrf 


1 

1 

Bi 

( 

1 


i 

1 

1 

if 

fi 


il 

H 

1 

I 

Ifi 

1 

1 

f 

I 

1 

1 

1 

1 

m 

1 

H 

s 

g 

lips 


m 

zM 



i 

Is 



Mi 
















m 

s 

lips 

\i 
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m 

i 

iw 

"w 


Si' 


1 

1 

llll 

1 

1 

ij 

1 

1 

1 


:iE 

;S 

1 1 



s 

PIPS 

li 

m 



w 

I 


m 


pi 


I 

I 

ill 

1 

I 

1 

i 

1 

1 

i 

i 

w 

li 

■ 

1 

s 

iigi 

il 
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i- 

I 


P 

'jfe 
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e| 



sE 






il#i: 

Sms 

||i 
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Iflliii 

[jipilil 

iJili 

iBas*sss8S 

1 

: 

1 

1 

8 

P 

I 

i 

1 

fi 
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! 

It 
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li 

Hi 

IS 
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Square of Deflection, in. 

Fig. 7.— Sample Data Sheet for Impact-Bending Test 
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..LrllS.^ -M-'.L... 

(Ship. No.) (Stick No.) 

...d-.l... 

(PifcoNo.) (Mmi) 


COMPRESSION .PERPENDICULAR TO GRAIN 


iOHsg 

"‘(UbVNo.}”' 

(Project No.) 


Station MADfSON Date ,AySt?.PxI9J£ 

Species Grade Seasoning 

Rings Sap .....iQ.Q.. ^ Summerwood ^9. ^ Moisture 

Width of plate .^9. JjR;,... Length ..6. OOJn,^ Height .Z-.QP.Mt. Width ..ZtPijRs. Weight .999.$:.., 


Sritcrrio Gratitt 

Loap at E. L. 

C«v8ii, St. at E I*. 

A ■«> »1 


At Teat. 

Ot. Dry 

Ci 

MIZ. 

2000 

498 














_ 



Fig. 9.— Sample Computation Data Card for Compression-Perpendicular-to-Grain Test. 


HARDNESS 

-4^ &- ^ ^ ^ 

/ 4-4 Statfofi .MADISON Dale IM..... 

'"(piiicoNo!) (iiark.)*' 

DgjJ^/gS^.HJ.C CraJe .CJ.g.H.C ... — Seasoning 


(Project No.) 

Green 


Rings ...M. Sap - 

length Oass seetion . 


... % Suntmerwood .. — AA.—........ . % Moisture % 

.9.00 jn.,,,, X . .J.AQJH:..... Weight — 



Si'itemcOnAviTv. 

RAUtAt. 

SCttFACE. 

TAHnENTJAI. 

SvmtAC*. 

Evo 

SuapACE. 

At Te«t. 

Or. Dry 

1 

0M2 

am 

460 

S70 

SZ5 




S20 

460 

500 

3 





SIO 

4 





510 

Avg., 



490 

S/5 

51/ 



801 


Fio. 10.— Sample Data and Computation Card for Hardness Test. 
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SHEAR 

..4-3/5 E -n 

(slip. No.) (StkliJfo.) 

.....X..... e-£... as/»«....MADJ..SON DateJ.y.gJl-J£ 

, (PieoaNo.) (Mark) ' 

'Spmes ' Crude Seasoning 


JOIML.., 
'"lieSriaS " 

(Project Ho.) 


Sbmrjso Asea 

Mas. 1.s).id 

SlIEABlSQ STB. 

XiMa 


Sketcg 

2,02 X 2.0/ 

3000 

887 

. 






1 







j 

1 







'“i.llusr; 

Fig. II. — Sample Data and Computation Card for Tangential-Sliear-Parallel-to-Grain Test. 
(Surface of failure tangential.) 


R TENSION PERPENDICULAR TO GRAIN 


L -3/5 

£-/t 


lOi IBB 

(SWp, No.) 

(Stick No.) 


(Lab. No.) 

/ 

C-B 

Station MADISON . 

dai ^ Aij 0.2/'- I 4 124 

(Piece No.) 

(Meric) 


(Project No.) 

Speeies ....... 

Doucf/as Fir 


. Seusoning ... § ree ^ n ^ 


Rings. Sap... Summerujood.....MP.... Moisture... % 


HltlQBT, 

■WSOTB. 

Lc-votu, 

SU*I«L’J4 

LoAit. 

tension. 

U».y«-»5. in. 


2,01 

0.97 

o33 

273 




. . 1 








SSBTCH. 



S-2515 

Fig. T2.— 'Sample .Data and Computation Card for Radial-Tension-PerpendicuIar-to-Grain Test. 
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L -3IS 

(SWp.No.) (Stick NoO 

/„_ 

(Piece No.) (SJark) 

Mings ^ 


=.>....fi._.,CLeAVAGE 


Station 

.... Grade 

. Sap — 7M. Simmerwood 


<I«b,Na.) 
(Project Hoi)' 

Seasoning .... 


MateJxS--^JxM.. 


X.Q., .% Moisture — $ 


1 IlWOHT. 

Width. 

lENtJTH. 

Max. Load. 

Load pen Inch 
Width. 


2.0/ 

2.98 

365- 

i8Z 













1— 14’j3”" "*■, * '"Y 

Fig. 13.— Sample Data and Computation Card for Radial-Cleavage Test, 
(Surface of failure radial.) 


TENSION PARALLEL TO GRAIN 


(Ship. No.) (Stick No.) 

1 

(Piece No.) (M»rk) 




Gmd^...QL^M!2.... 


<Ub. No.) 


i)atc..dm-JAy^ — 

Semoning...^X^,^.i7,: 


..tZLzL,. 

(Prelect No.) 


Rings. ...i.Q.... Sap.. 


SiiMmenimd...^.i % Mmture...^M.‘S..... 


C-ROAS CHCTIOM- 

Lkmotii. 

Masimhh 

Load. 

Tssbion. 

i«. 

0.64/ X 0.6f7 


4670 

1/8/0 










0= 

-srn] 

L_U 

IZ3IXD 


r^Z-Q 

[zr= 

Z3Z10 




— - •• - - , ■ . 

Fig. 14.— Sample Data and Computation Card for Tension-Paraliel-to-Grain Test. 
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SPECIFIC GRAVITY AND VOLUMETRIC SHRINKAGE 


(wi'm CsTiCK wa? 



arkJ 


STATION. 


JOlitz...., 

{las, no.) 


124 



OATS 

nmos 

PER 

INCH 

WEIGHT. 

DRAMS 

% 

MOIST 

VOLUME 

'O.D. 

SPECIFIC 

GRAVITY 

WEIGHT, 

LBS, 

PER CU. FT. 

% vou 

SMRINKAQE 

«»eiN 

Jfi/a 20rH 

8 

2S3 

33.2 

39B 

0.630 

39.0 

/3.8 

Af» iXtY 



H 



B 



Kjtii imv ■ . 



B 



B 



OVEN ORV 

Ssp.25,-t4 


wo 

1 

343 

0SS4 

34. S 



X BASED ON ORIOtNAL VOLUME (OREEN. AIR DRY, KILN DftY> 

NOTe— USE Sack of card for carbon impbession# 


1st wt. 
20 WT... 
-VO! 


Fig. is.— S ample Data and Computation Card for Specific Gravity and Shrinkage-in-Volume Test. 


Jzll£- 


SHRINKAGE— RADIAL AND TANGENTIAL 


9TiO< MO 

d 


STATIQN^MAOtSON, WISCONSIN 


Bit . 


iO! too 


I.AM. NO#. 


m. 


MOMiNAi. tizt Of apEctMEN- ■■ ■ I in. X 4 in.. x Jin. 



Bi 

MtM«8 

WCH 


% *«*•• j 
MCnwoOD 

W,fOT« 

y<rK*ttMT 

9MAM9 

% 

MOtSTUAS 

M 

RADIAL 

1 OREEM 

/4og. W^f4 

// 

30 

41 

4.006 


66 . 5 




iimi 





llfllllllllllll 

49 










TANGENTIAL 

acjCEN 

AmJM 

/2 _ 

95 

34 

4. 010 

640 

iWM 


ovw.wrsr 

Oct ~S-f4 




wsm 

wmm 


MnW' 









mmniii 


wwm 


Fio. 16. — Sample Data and Computation. Card for Radial and Tangential-SMnkage Tests. 






























AFPEOTOD AS ' 

AMEWCAN STAHDARB 

BY THE AMERICAIC STAKBARBS ASSOCaAHOM 
ASA HO.: Oib-BIf 


Standard Methods of 

STATIC TESTS OF TIMBERS IN STRUCTURAL SIZES* 

A.S.T.M. Designation: B 198-27 
Adopted, 1927.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 198; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Although numerous tests of timber in structural sizes have been made for 
various purposes, there has been a general lack of uniformity of test procedure 
Consequently, it has not been possible to correlate data from different sources, 
nor have the results obtained by different investigators contributed their 
full measure of usefulness toward an increasing fund of knowledge. Study 
and experience have shown the extent to which various factors, such as load-* 

• ing appliances, rate of loading, etc., influence test results, and it is with the 
thought of standardizing these and other factors that this test procedure is 
prepared. The plan has b een to cover very definitely the tests of certain types 
of timbers such as bridge stringers and joists and at the same time to suggest 
procedure, so far as possible, for other structural timber forms. Summarized, 
the underlying purpose is the establishment of practice which will afford 
uniform results of the greatest ultimate value from all tests of timbers and at 
the same time permit the correlation of data so far as possible with existing 
data on timbers of certain species. 

It is not the intention to discourage the use of methods other than those 
herein prescribed whenever the testing problem is of such nature as to warrant 
their application. However, experience has emphasized the importance of 
the requirements that have been specified in these methods, and variations in 
apparently minor details will often seriously affect the data obtained. It is 
recommended that any variations from the methods herein prescribed shall 
. ^ be recorded... 

The field of timber testing is so broad, and involves so many objectives, 
particularly when built-up or manufactured articles are considered, that it is 
obviously difficult, if not impossible, to formulate correct procedure for all 
such cases. Ample opportunity, therefore, still awaits the application of 
initiative to special testing problems and promotion of progress in the art. 

It is hoped, however, that the principles incorporated in these methods will at 
least serve to some extent as a guide in tests of even a special nature. 

i Under the standardization procedure of tbe Society, ^ . , j t. j 

these methods are under the jurisdiction of the A.S.T.M . * Prior to adoption as standard, these methoas were 

Committee D-7 on Wood. published as tentative from 192-1 to 1927. 
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' Static Tests of-Timbers (D 198 -.27): 

The test methods preseEted are the outgrowtli of years of experience and 
research, largely on the part. of the United States Forest Service. Such 
sample data forms -are included as ■ were thought helpful to investigators in 
systematizing records. No attempt has ; been made to cover methods of 
computation or anah'Sis, as. these- were considered to lie outside the scope of 
the standard. Data properly recorded can be analyzed at will, but funda- 
mental differences in test procedure present a barrier beyond which analysis 
and correlation of results -cannot proceed with any degree of assurance. 


.Purpose of Tests 

1. Tests of timbers 'in structural sizes 
are made to affo.rd: 

(a) Data upon' which to base the 
formulation of, gradi.ng rules' and 
specifications. 

(b) Data upon which to establish the 
relation between the strength properties 
of structural timbers and of small, clear 
specimens cut from them, and for use in 
the establishment of aliow^able stresses. 

(c) Data as to the influence of defects 
on the mechanical properties of timbers. 

(d) Data on the strength properties 
of different species in structural sizes. 

(e) Data for use in checking existing 
formulas relating to structural timbers. 

(/) Data as to the influence of season- 
ing on the mechanical properties. 

(g) ' Data as to the effect of form and 
shape of specimen on the properties. 

(h) Data as to the influence of pre- 
servatives and methods of preservative 
treatment on' the mechanical properties. 

Classes of Tests 

: 2. . In general, ' tests of timbers are 
divided into two classes, as follows: 

(u) Major tests, that is, tests of prin- 
.cipal members under investigation. ■ " 

(b) Minor tests, that is, tests. of .small 
clear specimens cut from, the principal 
members. 

Hud of Tests 

3. (a) The principal tests.'' .of such, 
structural timbers as bridge stringers or 
joists are: 

Static bending, 


Compression parallel to . grain, and 
Compression perpendicular to grain. . 
(b) The accompanying minor tests on 
small clear specimens are: 

Static bending, 

Compression parallel to grain, 
Compression perpendicular to grain, 
Hardness, and 
Shear parallel to grain. 

Collection oe Material 
Selection 
Authentic Identification 

4. The material for test shall be se- 
lected by one qualified to identify the 
species. 

Procedure for Bridge Stringers, Joists, 
etc. 

5. In any given case, the number of 
test specimens shall be determined from 
due consideration of the purpose in 
mind, since definite instructions cannot 
be given to cover all cases. The follow- 
ing procedure applies particularly to 
full-size timbers, such as bridge stringers 
and joists, and incidentally to other 
types, as fabricated beams, to ■ which, 
special reference will be made: in para- 
graphs set in smaller type. 

Number and Size of Major Specimens 

6. (a) For tests of .timbers of any 
given species in structural sizes, such -as 
bridge stringers, requiring -a Tange in 
grade of material, .at least forty 32-ft. or' 
eighty '16-ft, .green unsurfaced timbers 
should be selected in a manner that will 
provide representative material. ' The 
length of specimens required for test is 
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dependent upon the deptli: For sug- 
gested lengths of timbers other than 
bridge stringers, see. Section 22 (b), ,(c), 
and id), 

- (b) Timbers, 8 by 16 in: or 6 by 12 in, 
in nominal cross-section ,are especially 
recGm.men,ded. , , 

Selection and; Matching of Specimens 
' 7. Each 32-ft. timber shall be' cut in 
half to furnish oiiel6-ft. specimen to be 
tested green and one to be tested air-dry, 
thus affording end matching. Where 
only 16-ft. material is available, 'the 
timbers shall be selected and matched 
in pairs, one timber to be tested green 


Shipment Mumber 

9. All material collected at a given 
source and shipped at one. time shall; be 
given a shipment number or other 
designation which shall be' incorporated, 

in the test records. ' 

Field Descf iptimts 

Field Descriptions 

-10. Field notes -fully describing the 
material shall be' carefully made by the 
collector. These notes shall, so far as 
possible, supply data as outlined in 
Table I and 'shall be forwarded for 
incorporation in the record. 


TABLE I. — SHIPMENT DESCEIPTION EIELD NOTES. 


Project No., XC 
Tree No., 1 

Locality cut: State, Florida 

Township, T3N: B25E 

Slope, Absolute elevation, 

Undergrowth, Small arnountscaUered 
Pleight, 110 ft. Seedling or sprout, Seedling 
Crown, Large, well developed 
Stem, Clear, straight 

How and when transported from woods, By wagon, M ay, 1914 

LIST OF SPECIMENS. 


Shipment No., 012 
Species, Longleaf pirn 
County, Nassau 
Date cut, April, 1914 
Aspect, ..... 

Soil, Sandy 
Age, 241 years 

Date sawed, May 12, 1914 


Piece No. 

Size of Specimens 

j 

Volume, cu. ft. 

Footage, b. m. 

Weight, lb. 
(Show date) 

Length, ft. 

Width, in. j 

. 1 

Depth, in. 

'1' 

16.10 

7. so 

15.50 

13.00 

171 

660 '■ 


Remarks: Note any other special points which would be of value. 


and the other to be tested air-dry. In 
matching these 16-ft. timbers all factors 
influencing their strength should, so far 
as practicable, be considered. Some of 
the most important factors are density, 
rate of growth, direction of grain 
(straight, diagonal, or spiral), character 
and location of defects (such as knots, 
checks, etc.), position of specimen in 
tree with respect to cross-section or 
height, and the characteristics of indi-^ 
vidual trees. ' 

Field Marking ' 

Butt Designation. . 

8. At the time of selection a mark 
shall be made on each timber to desig- 
nate the butt end. 


Preparation for and Records of Shipment 
Preparation for Shipment 

.11. (a) The ends of all green timbers 
shall be given a coating of paint or other 
suitable' substance to retard end drying 
and end checking, care being taken to 
retain the butt designation. They shall 
be - close-piled, and before and during 
shipment shall be kept covered with 
damp shavings or other substance to 
prevent drying. ' If - conditions are par- 
ticularly favorable to the development 
of molds, stains, or decay, the specimens 
shall first be brushed, or sprayed with a 
dilute solution of copper sulfate, or 
similar toxic solution. 

, ' (6)^ Record shall be made of the ship- 


,808 


Smnc Tests ■ ot Timbers (D 198 27)' 


meat routings bill of lading, kind of 
shipment j date of shipnient, and condi- 
tion of material mhen shipped.' 

, (c) Record shall also be made of date 
of receipt of shipment at destinatioHj its 
condition .and the method. of storage. 
The time . elapsing between the sawing 
of green timbers and their testing should 
be, red.uced to a 

Disposition 0.1 M atehiab at 
Destination. 

Dfoiipng 

12. When the material arrives at the 
testing laboratory, it shall be divided 
into' two matched groups of timbers of 
approximately like quality as specified 
in Section 7, one portion to be tested 
green and the other to be weighed and 
placed under cover for air seasoning 
prior to testing. After the 32-ft. timbers 
have been cut into i6-ft. lengths, the 
specimens to be air-dried shall be selected 
alternately from butt and top cuts. 

Marking 

13. The butt end of each 16-ft. speci- 

men shall be designated ‘‘A” and the 
top end Other symbols shall be 

given to each timber in classifying it as 
to density, position in tree, defects, or 
other factors that are under considera- 
tion. The minor test specimens- and 
data ' forniS' shall carry such of these 
symbols as may be necessary to identify 
them' fully. 

Storage 

' '^4 .(ii)' The material -to be tested 
green shall be close-piled on skids which 
'are free from contact, with the soil, and 
shall be,.kept covered.. It shall' not be 
held long enough to permit seasoning^, or 


* .TI« .many factors wliicli influence the rate of season- 
snch as species, moisture content, and di’verse cUinatic 
:diiefattces,,. preclude, the establishment of 'a defl-nite -limit 
of loss ih weight which may be permitted in green materiai 
■prior. to , 


■damage .from checking, decay, or insect 

attacL - 

(b) The ends of the specimens to be 
air-dried shall, if necessary, be given a 
suitable coat of pitch, paint, or other 
substance to retard checking. The 
specimens shall be open-piled in a place 
allowing free access and circulation of 
air, but shall be protected from sunshine, 
rain, snow, and moisture from the 
ground and shall not be subjected to 
artificial heat. 

(c) All of the timbers to be air-dried 
shall be weighed when stored and at 
sufficiently frequent intervals thereafter 
to afford accurate data on the progress 
of seasoning. No material shall be 
considered thoroughly air-dry and fully 
conditioned for testing until practically 
constant weight has been reached.'^ 
(Wood absorbs and gives off moisture 
with changing atmospheric conditions; 
consequently it never comes to abso- 
lutely constant weight.) 

(d) When properly seasoned, the tim- 
bers shall be surfaced on four sides 
before being tested. 

Kind and 'Ntomber of Tests 
Specimens^for Major Tests® 

15. (a) Major Bending . — The struc- 
tural member proper shall be tested as a 
beam. (See Sections 19 to 30.) 

{b) Compression Perpendicular to 
Grain . — A 'section 60 in. long shall be 
cut from the “^4^^ or butt end of each 
beam after test, except when end 
fails by- shear in the -bending, test, in 

4 A desirable condition for testing air-day materia! in 
small sizes may be considered as about 12, per cent mois- 
ture content. Large timbers, such as -bridge stringers, 
however, usually dry slowly, but may be considered condi- 
tioned when, during the season of most rapid drying, suc- 
cessive weighings indicate the moisture content is as . low 
as may reasonably be expected, with due consideration to 
.the climatic conditions of the locality. .Such seasoning 
may require from about one to four .years. .' 

* The procedure outlined uti'lizes to best advantage the 
entire major specimen and if carefully followed will not 
usually admit the inclusion of specimens which have 1 cea 
seriously, strained .in the major , bending test. The com* 
pression specimens referred to in Sections 15(&} and (c) 
necessarily include such defects as .are normalto, the mate- 
rial under -test..,-' ■ ■ 
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which case the section shall be taken 
from the “ top end. A specimen 
30 in. long for compression'perpendlcu- 
lar-to-grain test shall be cut from that 
end of the: 60-in. , piece which is nearer 
the point of loading. 

(£:) Compression Parallel to Grain . — 
Two compression-parallel-to-grain speci- 
mens, each 6 by 6 by 24 in., shall be- 
taken from the farther end of the 60-in. 
piece specified, in Paragraph (6). 

Specimens' for Minor Tests® 

16. (a) A 50-in. section shall be cut 
from the end of the beam opposite that 
required for the 60-in. specimen specified 
in Section 15 (5). Six 2 by 2 by 50-in. 
sticks shall be taken from this piece. In 
case defects make it difficult to obtain 
certain of the other clear specimens 
hereinafter provided for, they may be 
secured from the uninjured portion of 
the minor static bending specimens after 
the test covered in Paragraph (5). 

(J) Static Bending. — Six static bend- 
ing specimens free from defects shall be 
taken, one from each of the 50-in. sticks 
specified in Paragraph (a). 

(c) Compression Parallel to Grain . — 
Six compression-parallel-to-grain speci- 
mens free from defects shall be taken, 
one from each of the 50-in. sticks speci- 
fied in Paragraph (a). 

(d) Compression Perpendicular to 
Grain. — Three compression-perpendicu- 
lar-to-grain specimens free from defects 
shall be taken, one from each of three of 
the SO-in. sticks specified in Paragraph 
(«). 

{e) Hardness. -—■'IhxtQ hardness speci- 
mens free, from defects shall be taken, 
one from each of three of the 50-in. 


» The ijrocedtire outlined utilizes to best advantage the 
entire major specimen and if carefully followed will not 
usually admit the mclusion of specimens which have been 
seriously strained in the major bending test. As specified 
in Section 26 of' the Standard Methods of Testing Small 
Clear Specimens o,£ Timber fA.S.T.M. Designation: D J 43), 
see p. 774, the minors selected shall be free from defects 
which will affect the properties under consideration. 


sticks specified in Paragraph {a) .other 
than those from which the ■ specimeias 
specified in Paragraph {d) are. taken. . 

(/) Shear Parallel to , Gram.— Twelve 
shear specimens free from defects shal 
be cut, two from each of the SO-in. sticks 
specified in Paragraph (a). One. s.peci-' 
men from each pair taken from the same 
stick shall be tested in radial shear 
(surface of failure radial to growth rings) , 
and the other in tangential shear (surface 
of failure tangential to growth rings). ■ 

Photographs of Timbers 

17. All air-dried timbers shall' be 
photographed on four sides both before 
and after test. All green timbers shall 
be photographed on four sides after 
test only. The middle of the length of 
the beam, the load and support points, 
and the order of occurrence of the failures 
shall be indicated so as to show in the 
photograph; if necessary to bring them 
out in the photograph the failures should 
be penciled or pointed. 

Moisture Control ' 

Control of Moisture Content 

18. (a) As specified in Section 14 (c), 
the major specimens to be tested in the 
air-dry condition shall be brought to 
practically constant weight before test. 
All tests shall be carried out in such a 
manner as to prevent large changes in 
moisture content. 

(b) All minor specimens shall be 
tested immediately after cutting from 
the majors to prevent change in moisture 

content. 

Static Bending Test oe Structural 
.Size Timber ■ , ,, 

Size and Weight 

19. (a) The beam shall be weighed 
before test. The length and the actual 
depth, and width at the center shall be 
measured. 
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(h) For notirectogiilar beams or beams ison- 
uniform in section, data siia!i be secured from 
wMdi tlie exact size and shape of tbe section at 
any point tlirougliout the length may be 
obtained. 

Additional MarMng 

, .20, In, addition to the markings pre-^ 
viously Eiade^ the four faces ■ shall be 
lettered and begin- 

ning with a for the face to which the 
load is applied and proceeding succes- 
sively : to 'the right, (clockwise) ■ when 
viewed from the or butt end of the 
timber. 


heartwood,', the location of pith^ when 
present,. and the di,rectioii of , the annual 
rings (see Fig. 1).® Detailed record 
shall also be made of other defects which' 
may be present, such , as crook, bow, €u,p, 
and twist,® The number ,of rings, per, 
inch and proportion of .summer wood at 
both ends shall also be recorded.. 

Loading, Span, and Supports 

22. (a) For timbers in structural sizes 
such as bridge stringers and ,, joists, 
third-point loading over ,a span length,, 
of IS ft. ■ shall be used. Knife-edges 




BJ&venR.RL i:’ 

and I; 
mermodMm’ | 
&umd sn a Re- 
presenfahVe p 
Radial Ihso'esr f- 
3%4t"c,nii5^ 
Inches. 


/PmtofSijppart 


Load Points — 


Point of Support-.^ 




Tor 
I fop End , 


^ \ PMIhcket£^ 




‘'d’Tace' ' ^ 


^yPifchPocket 

3ix P. Bland 
33p»dofnmep- 
wood Measured 
Spiral Grain I >4 onaffepmsenfa- 

^ §fncasedMioi\ andS^flncks. 


Fig. 1.— Sketcb of Structural Size Timber Showing Method of Recording Location and Type of 

Defects and Other Pertinent Bata. 

Broken lines indicate test failures, and the accompanying numbers, their order of occurrence. 


Sketch of Beam 

21. As .part of. the record, a sketch 
shall, be " made of the faces and ends of 
each beam showing the size, location, 
and type ,of defects, including .cross- 
grain,’^ the distribution of sapwood and 

7 Cross-grained wood is that in which the wood cells or 
fibers do not run parallel with the axis of the piece. Cross- 
grain may be classified as spiral, diagonal, 'dip, wayy, 
curly, ana interlocking. Detinitimis ol these, terms may 
be imnd in the Standard Uefinitiona of Terms Relating 
to Timber (A.S.T.M. Designation; D.- 9), see p. 82U,. 
The presence of diagonal and spiral grain' is-ustially 
indicated by surface checks; these invariably’ follow 
the direction of the grain. The amount of cross-grain 
in any portion of a timber may be expresasd by the 
slope of the fibers (or checks) on each face with. 'respect 
to the edges of the piece. Thus, a slope of Un 10 indicates 
a departure of the fibers from the direction of the axis of 
the specimen of 1 in. in 10 in. of length. 


rigidly, attached to an auxiliary, beam, 
which in turn is hinged by' a . knife-edge 
shall be used in ,app.lymg the load. The, 
supporting knife-edges shall preferably 
be. of the half-rocker type, .and shall be 
so placed as to rock outward. To pre- 
’vent accident or damage from their 
being thrust suddenly outward on failure 
of the specimen, they should be tied 
■together by means of a slack chain or 
cable. Metal bearing plates 6 in. in 

* Cross-section paper or quadrille-ruled note book 
paper is recommended for conveniently making this sketch 
'of the beam to scale.,,.. 

» For definitions of these terms, see U. S, Department 
of Agriculture Circular No. 296, p. 65. 
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width, and,: not less than | in. in thickness 
and ■ e#ending entirely across the face 
of the beam shall be used over the sup- 
porting knife-edges.; (See Fig. 2.) 

. (&) When beams are tested with respect to 
particular uses, the dimensions shall be such as 
to, simulate actual conditions as closely as 
practicable. 

^ , (c) Fabricated beams such as I or box types' 
,, shall be full size or solid at the loading points 
without abrupt change from the solid to the 
no.rmal beam section. 

(d) Center loading shall not , be used ■ for 
beams over 4 in. in depth when the span-depth 
ratio is 14 or less. ' ■ 


specified for tMrd-pomt loading under 

Paragraph (o), 

, (c) Whenever possible^ span-depth 
ratios between 11 and 15 shaU be used. 
For span-depth ratios less than 14^, the 
radius of curvature of the bearing blocks 
shall be proportionally increased over 
that specified in' Paragraphs (a) and (5). 

(d) Bearing blocks of the form and 
size shown in Fig. 3 shall be used at the 
load points in testing timbers in struc- 
tural sizes, such as 6 by 12-in. and 8 by 
16-in, bridge stringers, on a 15-ft. span. 



Fig. 2. — Diagrammatic Sketch Showing Method of Conducting Static Bending Test of Structural 

Sizes of Timber. 


Bearing Blocks 

' ,23. (a) When testing beams under 
third-point loading on a span equal to 
14 times the beam depth the load shall 
be applied through bearing blocks ex- 
tending .entirely across the face , of . the 
beam and having a radius of curvature 
three, times the . depth' of the beam for a 
chord length at least equal 'to the depth 
of beam. Additional bearing 'may .-bC' 
obtained by continuing the curvature in . 
both directions at a radius, equal to twice 
the depth of the beam. ' , 

(b) For beams loaded at the center, the 
radius of the bearing block shal be one-half that 


(e) When the depth of beam is greater 
than 4 in., a thin steel plate slightly 
wider than the beam shall be placed 
,between 'the loading block and the beam. 
For beams „up to 6 in. in depth, the 
.thickness of this plate shall be from ^ 
to-. I in. For greater depth the thickness 
of plates shall be -increased slightly to 
about in. for timbers 6 by 12 in. or 
8 -by -16 in. -in cross-section. 

(f) For fabricated sections such as airplane 
I and box beams up to 6 in. in depth, the plate 
shall be from to in, in thickness. 

-■ ■ (g) Metal bearing plates and rollers 
shall be used between each bearing block 
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and its eorrespondiiig knife-edge. The 
plates between, rollers .and knife-edges 
shall be not .less' than . i| in, in thickness. 
If tile supporting knife-edges are of the 
full-rocker type rather than the half- 
rocker type reco.mmeBded in Section 22 
(a) y rollers shall be placed imder 'one 
loading knife-edge only. ; 



Hard Mapfe 

laminahd Comfruciton- Glued and Bolhd. 


Fig. 3.— Details of Bearing Block for Tim- 
bers 12 to 16 in. in Depth When Tested in 
Third-Point Loading over i5-ft. Span. 

Placement of Specimen in Machine ^ 

24. The beam shall be placed in the 
testing machine symmetrically with 
respect to the supports. Parallelism 
shall be obtained at bearing points. In 
the case of warped beams, wedges or 
shims shall be used between the plate 
and the loading or supporting knife- 
edges or both, as may be necessary to 
obtain an even bearing before the load 
is applied.^® In the case of timbers 
containing defects, the load shall ■ ■be 
applied to the poorer of the loading 
faces., , ■.■■■.'■. ' 


“The use of shims or wedges is recoramended. In 
preference to planmg because in certain cases the latter 
procedure may effect changes in section where undesirable. 


Speed of Testing 

25. (a) The load shaU be applied 
continuously, and, with a .uniform motion 
of the movable head .throughout the 

test. 

(J) Cmt 1.— Beams 4 in, or less in 
depth when containing defects, or 8 in. 
or less in depth when free from defects, 
shall be tested at a rate of fiber strain of 
0.0015 in. per inch of outer fiber length 
per minute,^^ 

Case 2. — Beams, over 4 in, in depth 
■ when containing defects, or over 8 in. in 
depth when free from defects, shall be 
tested at a rate of fiber strain of 0.0007 
in. per inch of outer fiber length per 
minute.^^ 

(c) For two symmetrical concentrated 
loads the rate of motion of the movable 
head of the testing machine may be 
calculated from the formula: 

where: 

N = rate of motion of moving head in 
inches per minute, 

z = unit rate of fiber strain in inches 
per inch of outer fiber length 
per minute, 

a == distance from support to ad- 
jacent load in inches, 

d = depth of beam in inches, and 

L — span in inches. 

■ For example, in testing beams 16 in. in 
depth under third-point loading and on 
a iS-ft. span, the rate of motion of 
movable head shall be 0.26 =1= 0.065 in. 
per min.® 

(d) For center loading, the rate of 
motion of the movable head of the test- 
ing machine may' be calculated from the 
formula: 


where the same legend appHes as under 
Paragraph (<;). 

« For permissible variation la rate of motion of mov- 
.abie bead see Section SI. , 
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Loai-Beflectioa Caives 

26. (a)' Load-deflectioii curves shaU 
be plotted througliout the test.“ The 
load and deflection at first failure, at the 
maximum load, and at points of sudden 
change shall be shown on the curve, 
although they may have to be interpo- 
lated because of not occurring at one of 
the regular load or deflection increments. 

(b) The test shall be continued until 
the maximum load has been well passed. 
In the event of horizontal shear, the 
maximum load may occur after such 
failure. 

Method of Determining Deflection 

27. (a) Deflections of the beam at 
mid-height at the center of the span 
with respect to points at mid-height 
immediately above the supports shall 
be taken to the nearest 0.01 in. 

(b) Deflection may be read directly 
by means of a wire stretched between 
nails driven at mid-height of the beam 
immediately above the supports and 
extending across a scale attached at mid- 
height at the center of the span. Figure 
2 illustrates the method of test. A 
telescope or reading glass will be found 
useful in observing the deflections. 
When a reading glass is used parallax 
shall be prevented by placing a reflecting 
surface adjacent to the scale in order 
that the wire and its image may be made 
to coincide. 

(c) Where special refinement is de- 
sired, deflection readings may be taken 
simultaneously on both sides of the 
beam, the wires (Paragraph (b)) being 
supported over free running pulleys and 
held taut with small suspended weights. 

Descriptioii of Failures 

28. The failures shall be described in 
detail as tO' type, manner and order of’ 

“Sec Fig. 1 of the Appendix for a sample static- 
bending data sheet and Fig. 2 of the Appendix for a sample 
computation data card. 


occurrence, and position in . beam. , The 
descriptions of the., failures shall be 
suitably recorded and correlated with the 
load-deflection curves. The iaiiiires 
shall be sketched on the drawing of the 
beam referred to in Section 21, with 
notations as, to the order of their occur- 
rence. The section of the beam contain- 
ing the failure shall be held for examina- 
tion and reference until analysis of the 
data has been completed. 

a- 
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Fig. 4. — Cross-Section of Timber Showing 
Method of Cutting Up Moisture Distribution 

Sections. 


Identification , Sample 

29. A section of the beam at least 2 in. 
in length shall be retained for purposes 
of identification and future reference. 
The number of rings per inch and pro- 
portion of summerwood shall be recorded 
For this section., , 
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Sf ecisneas for Moisture Betermiaatioiis Loading . , 

'30.: Two sections 1' HI. in length ''■shall' . . 32.' The load shall b.e applied tlirougli 

he 'cut from near the place of failureior . a metal plate 6 in. in width placed, across 
moisture determ,iiiatioiis. One of these . a clear face of the s'pec,imen at the center 
shall be used for detenninmg the average of the length and at right angles to it. 
moisture content of the test specimen. The load shall be applied to. a .face which 

The other, . which may be termed a corresponds to either the loading or sup- 

m.oisture-dist.ributioii, section, shall . be . porting face of the static bending speci- 
used for' detemiining the moisture con- 'men. (Section 24.)' , (See Fig.. 5.) ... , 



Fig. 5.— Diagrammatic Sketch of Method of Conducting Compression-Perpendicular-to-Grain Test. 


tent of' different portions of the cross- 
section and shall be sawed - into parts 
accordi.ng to the pattern shown in Fig. 4. 
Moisture determinations in each case 
shall be made in accordance with the 
procedure specified in Sections 44 to 48. 

Compression Peri^endicxjlar to' ' 

: Grain 

Size of Specimen 

31. The compression-perpencficular- 
to-grain tests shall be made on specimens' 
30 in. in length and of the cross-section 
of the major beam. The actual width 
and length shall be measured and 're- 
corded, and aU defects shall be described. 


Speed of Testing 

' 33. (a). The .load shall be applied 
continuously throughout ' the test at a 
rate of, motion of movable head^^ calcu.-', 
lated from the formula 

. /.iy' = 0,.0175# .(■.):. 

where: 

W = rate of motion of moving head in 
inches per minute, and 
.. . d == depth of beam in inches. . 

■ *3 Tests are bow in progress to establish more definitely 
the proper rate of application of load; therefore, the re- 
quirement of this section may be changed on the comple- 
tion of the .study. " 
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(b) For' the specimens 8, by 16 in. in ' 
cross-section,, for example, the rate of 
descent of the .movable head shall be 
0.060 ± 0.015 ill. per mind^ 

Load-.Coinpressioii Curves 

34. Load-compression curves^^ ■ shall 
be taken for all specimens until the 
elastic Emit has been well passed, after 
which the test shall be discontinued. 
Compression readings shall be taken to 
0.001 in. 

Weight and Moisture Content 

35. The specimen shall be weighed 
after test, and two sections shall be cut 
near the place of failure for moisture 
determinations. One of these shall be 
used for determining the average mois- 
ture content of the specimen. The 
other, which may be termed a moisture 
distribution section, shall be used for 
determining the moisture content of 
different portions of the cross-section 
and shall be sawed into parts according 
to the pattern shown in Fig, 4. Mois- 
ture determinations in each case shall be 
made in accordance with the procedure 
specified in Sections 44 to 48. 

Compression Parallel to Grain 
Size of Specimen 

36. The major compression-parallel- 
to-grain tests shall be made on the 6 by 
6 by 24-ill. specimens prepared from the 
pieces specified in Section 15 (c). The 
actual cross-section, dimensions, the rate 
of growth, and the percentage of sum- 
merwood shall be determined and re- 
corded for each specimen. All defects 
shall be described. 

End Surfaces 

37. Care shall be exercised in prepar- 
ing the compressiGn-parallel-to-grain test 

, See Fig. 4 of the Appeadis for a sample compression- 
perpendicula.r~to-gram data sheet a.nd Fig. 3 of the Ap-.' 
pendix for a sample computation da'ta card. 


specimens to make the end surfaces 
plane, parallel, and normal to the axis of 

the specim.en.^^ 

Spherical Bearing 

38. (a) A spherical beating block 
shall, be used to prevent eccentricity of 
loading. , The radius of the sphere shall 
be as small as practicable, in order to 
faciHtate adjustment of the bearing plate 
to the specimen. ' The suspended type 
of spherical bearing., to be used on top 
of the ' specimen, is ' especially recom- 
mended. . The size of the compression 
plate shall 'be slightly larger than is 
necessary to. encompass the end of the 
specimen when the latter is centered on 
the head. 

(b) The adjustment of the suspended 
spherical bearing block may. be accom- 
pEshed by keeping the co,mpressio.n, plate 
in motion about its bearing as contact .is 
made with the specimen. 

(c) In the spherical bearing block .for 
use on the weighing table, adjustment 
shall be made by moving the bearing 
plate . with the specimen centered 
thereon. 

Speed of Testing 

39, The load shall be applied con- 
tinuously throughout the test at a rate 
of motion of the 'movable head, of 0.036' 
dz 0.009 in, per min. 

Records 

40.. .The maximum load, obtained shall 
be -recorded, together with a, description 
and sketch of the failure. The section 
of the specimen containing the failure 
shall be held for examinalion and refer- 


.5® A. sharp fine- toothed saw of either the cross-cut^ or 
‘‘novelty” cross-cut type is indispensable for obtaming 
smooth end surfaces. Power equipment with accurate 
table .guides is especially recommended for this work, 
■ though miter-box hand sawing is permissible . Hand plan- 
ing of the 'ends, if carefully done, is sometimes advisable. 
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eace iintil analysis of the data has been 
completed. ' 

Positicisi. . of Test Failures ' 

41. In order to obtain satisfactory and 
nmiotm resnltSj the failures ' shall be 
made to develop in. the body. of the 
specimen. With specimens of uniform 
cross-section this may be obtained by 
having the ends properly prepared and 
dried to a slightly lower moisture con- 
tent than the body. With green ma- 
terial, it will usually suffice to close-pile 
the specimens, cover the body with a 
damp or wet' cloth, and expose the ends 
for a short time. For air-dry material 
it may sometimes be advisable, should 
the failures in test indicate that a slight 
end drying is necessary, to pile the speci- 
mens in a similar manner and place 
them in a desiccator, ' 

Weight and Moisture Content 

42. The specimen shall be weighed 
after test, and a moisture section shall 
be cut from the body of the piece near 
the failure. Moisture determinations 
shall be made in accordance with the 
procedure specified in Sections 44 to 48. 

Minor Tests 
Minor Test Procedures 

43. The procedure for the conducting 
of minor tests shall conform ■ to that 
prescribed in the Standard Methods of 
Testing Small Clear Specimens of Tim- 
ber (A.S.T.M. Designation: D 143) of 
the American Society for Testing 
Materials.^® 

, ' Moisture Determinations 
Selection, of Samples 

... 44.;.. 'The. ■ samples for moisture 'de- 
Iterminations shall be selected as herein- 
before described for each test. ■ 

:. Appears .in publication, see^ Contents in Nnmeric 

; Sequence of ' A.S..T.M. Designations at front of book. ■ 


Cutting of * ^Distribution” Sample . . 

45. The . moisture-distribution speci- 
mens shall be cut into sections according 
to Fig. 4, as specified in Sections 30 and 

35 . 

Weighing of Moisture .Sample 

46. I.m.mediately upon obtaining any 
moisture sample, ail loose spEnters shall 
be reni.oved and the sample weighed. 

Drying 

47. The moisture samples shall, be 
open-piled in a ventilated oven, and 
dried at a temperature which shall ulti- 
mately be increased to 98 ±' 3 C. until 
constant vreiglit is attained, after which 
the resulting weight shall be carefully 
determined and recorded as the oven-dry 
weight. For specimens not over 1 in. in 
length (in the direction of grain) con- 
tinuous dr}' ing for about 48 hr. under the 
conditions specified is sufficient to, bring 
the specimens to constant weight. For 
drying longer specimens, considerably 
more time will be required, since the 
rate of drying from the side grain surface 
of vrood is only about one-sixth that 
from the end surface. 

Moisture Content 

48. The loss in w’'eight expressed as ,a' 
percentage of the oven-dry weight : as 
above determ.ined shall be considered 
the moisture ■ content of the 'Specimen. 

Permissible Variations 
Weights 

49. The weight of. test, specimens and 
■of moisture samples shall be .determined, 
within 0.2 per cent. ' 

Measuremeiits 

so. Measurements ■ of test sped.mens 
shall be made„to, the nearest G.Ol in. , 
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Testing MacMne Speeds 

51. In no case shall the testing ma- 
chine speed used vary more than 25 per 
cent^^ from' that specified for a given 
test The load shall be applied con- 

17 Tests by , the U. S. Forest Service show that this 
speed limitation is necessary, in order that the .stress shaH 
not vary more than. 1 per cent due to variation in rate of 
fiber strain. 


tinuously at the required speed through-: 

out the test 

Calibration 

Calibration 

52. All apparatus used in obtaining 
data shall be calibrated .at sufficiently, 
frequent intervals to insure accuracy,'^®' 

^ IS See the Standard Mei.hods of Verification of Test- 
ing Machines. (A.S.T.M, Designation: E4), p. 1244. 


(See Appendix, p. 818 ) 
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Standard Definitions of 
TERMS RELATING TO TIMBER^ 



A.S.T.M, Designations D 9 - 30 

Aborted, ■ 1907; Revised, 1915, 1930, 

This Standard o! the American Society for Testing Materials is issued under 
the fixed designation D 9; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Structural Timber. — By the term ^‘Struc- 
tural Timber’^ is understood such prod- 
ucts of wood in which the strength of 
the timber is the controlling element in 
its selection and use, such as trestle tim- 
bers (stringers, caps, posts, mud sills, 
bracing, bridge ties, guard rails); car 
timbers (car framing, including upper 
framing, car sills) ; framing for buildings 
(posts, mud sills, girders, framing joists) ; 
ship timbers (ship timbers, ship decking) ; 
and cross arms for poles. 

Terms Relating to Wood 

Annual Ring.— In the case of wood, the 
growth layer put on in a single growth 
year. 

Heartwood. — The inner, dead portion of the 
wood in a tree. 

Note.— I t is usually dark in color. In 
trees like white spruce, hemlock, white fir, 
basswood, and holly, the heartwood is not 
distinctly darker than, the sapwood, and the 
; two, can -not be readily distinguished. 

Sapwood. — The outer, live'' portion of the 
; , wood. in a tree. 

■Note.— I t is usually light in color. 


^ Under the standardization procednre of the Society, 
these ;defiEitio,ns are under the, jurisdiction of the A.S-T Jd'. 
Committee D-7 on Wood. , 


Springwood. — The softer, more porous por- 
tion of each annua! ring. 

Summerwood. — The harder, less porous 
portion of each annual ring. 

Note.— In softw^oods it is darker than the 
springwood, but not always so in hardwoods. 
If the annual rings are fairly uniform in 
texture, as in maple, red gum, and yellow 
poplar, no distinction can be made between 
springwood and summerwood. 

Pith. — In the case of wood, the small soft 
core occurring in the structural center. 
Sound Wood. — Wood free from any form, 
of decay, incipient or advanced. 

Standard Detects ■ 

Methods of measurement of size of knots O'r 
holes in the use-classifications of joist and plank, 
beams and stringers, and posts and timbers, are 
given in the Standard Specifications for Struc-. 
turai Wood Joist and Plank, Beams and 
Stringers, and Posts and Timbers (A.S.T.M, 
Designation: D 245) of the American Society 'for 
Testing Materials.^ ' 

Defect — ^In the case of wood, any irregu* 
larity occurring in or on the wood that 
. ' may lower its strength. 

Blemish.— In the case of wood, anything, 
not' necessarily a defect, marring its 
appearance. 

* Appears in , this publication, see Contents in Numeric 
Sequence. orA.S..T.M. Designations at front of book. 
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DeM'MITIOHS 

Bark,. Pockei—Bark,, partially 'Or wholly 
enclosed la 'Wooi . 

Check,— ill the case of woodj a. separation 
'along the graiiij the greater- part of -which 
, ' occurs across the rings of annua! growth. 
.End Check. — A check occurring at an end 
of a piece. 

Heart Check. — A check starting near the 
pith and extending toward but ■ not to 
the surface of a piece. 

, . NoTE.—Several of these occurring together 
, ' are called a star check. 

Surface Check.—A check occurring at the 
surface of a piece. 

Througli Che ck, — A check ' ' extending . 
throiigii the piece from one surface to an 
opposite or to an adjoining, surface, 
Collapse,— -III the: case of w’-ood,' a caving 
.."'at a surface' of .a piece. 

.NoTE.—It .sometimes oc,curs in streaks^ 
.giving the surface ,a .corrugated appearance 
and often is :due to the fiattening of the cells 
when w:et wo.od is .dried quickly.. ■ 

Honeyco.mMng.— Ill ' the case .. of/' wood, 
checks 'that occur in the interior -of a 
.piece, , often not .visible at .the surfa.ee. 

Note. — On ,a cross-section' they, ■ usually 
appear as slits or pockets the, width of 'which 
may be very large^ .relative to, the radial length. 

Cross Break. — A separation , of the wood 
ceils .across 'the .grain. 

, Note.— Such breaks may be due 'to internal 
.strains resulting 'from uneq'ua! shrinkage' or ' to 
' external forces. 

Cross-Grained .Wood.— Wood in. which' the 
fibers are. not parallel .with the. axis .of a 
piece., 

Curly-Grained Wood.' — Wood in which the 
fibers are distorted so that they afford a 
curled appearance, as in ^^bird^s ' eye” 
wood. . , . 

Note. — Areas showing curly grain may 
vary up to several inches in diameter, ' 

Diagonal-Grained Wood. — ^Wood in which 
the fibers are at an angle with (that, is, 
diagonal to) the axis of a piece as a. result 
of sawing at an angle with the. axis of 
the tree. 


TO Timber (D 9. -.30) 

Note.— I t may appear .on either the radial 
or flat-grain surface, , 

.Dip-Grained Wood. — Wood which has sin- 
gle waves or. undulations of the fibers, 
such as ' occur , arou.iid knots an.d pitch 
pocke.ts. 

Interlooked-Grained . Wood. — Wood . in. 
which the fibers : are. mclined in one 
direct.ion i.ii ..a number of. rings of ' mnnzl 
growth, then grad..ua.liy ^ reverse and . are 
mclined , in an .. opposite direction, in 
succeedi.ng grow.th rings, then later agai.i'i. 

■■ .' re'versci.etc. , 

.Spiral-Grained . Wood —Wood in which the 
. fibers take a more or less winding or spiral 
.course, as in .a twisted tree. . 

, . Note.— I t .may be detected on the .flat 
grain surface. 

Wavy-Grained Woo.d."—Wood in which the 
.fibers. .collectively take the form of waves 
'or undulations. ', /... 

Note.— I t may appear on either tlie. radial 
or 'flat-grain .surface and is indicated by the 
vravy surface of a, split piece. 

Decay,' — In the case of wood, . destruction 
.of- the..wo.od substance due to the action 
' of wood-destroying .fungi. .' 

Note.— “D ote” and “rot.” are synonymous 
■ with .‘*decay”, and are any form of decay, 
which may be evident either as a, dark red 
discoloration, not found in. the sound irood, 
or, the presence of white or red rotten spots. 

Advanced (or Typical) , Decay -In the 
case of, wood, the older, stage of. decay 
in which .the destruction is .readily recog-. 
nized because the wood . lias . become 
■'punky, , soft and spo'ngy, .stringy, .ring- 
shaked, pitted, or crumbly* . 

' .- Note.— D ecided discoloration . or . bleach- 
ing of the rotted wood is often apparent as 
forAxampIe, brown and \wMte, rots, pocket 
.' -rots.- ■ 

Incipient Decay. — In the case of wood, 
the early stage of decay which has not 
proceeded far enough to soften or other- 
wise perceptibly impair the hardness of 
the wood. 
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.Note.— I t is usEaliy accompanied by a 
slight, discoloration or Meacbing of the wood 
as instanced by the ^^firrn red heart” in soft- 

, .woods and the “water-soak” stage in certain 
types .of decay. ' 

Firm Red Heart.— A stage of incipient 
decay in wood characterized by a reddish 
color produced in the heartwood, which 
does not, however, make the wood unfit 
for the majority of yard purposes. 

, Note.— I t is caused by the fungus Trametes 
pirn and occurs chiefly in the pines. 

Water-Soak .(or ' Stain).— A term applied, 
to a generally water-soaked area in heart- 
wood, which is usually interpreted as. the 
incipient stage of certain w^ood decays. 

Note. — ^I t occurs in hemlock and possibly 
in other woods. 

Enot^ — In the case of wood, that portion 
of a branch which has become incor- 
porated in the body of a tree. 

Pin Knot. — A knot not over | in. in 
diameter. 

Small Knot — A knot over J in., but not 
over I ill., in diameter. 

Medium Knot. — A knot over f in,, but not 
over in., in diameter. 

Large Knot — A knot more than 1| in. in 
diameter. 

Encased Knot' — A knot whose rings of 
annual growth are not intergrown and 
homogeneous with those of the surround- 
ing wood. 

Note.— T he encasement may be partial 
or complete; if intergrown partially or so 
fixed by growth or position that it will retain 
its place in the piece, it shall be considered a 
tight knot; if completely intergrown on one 
face, it is a watertight knot 

Intergrown Knot— A knot whose rings of 
annual growth are completely. intergrown 
with those of the surrounding wood. 

Loose Knot — ^A , knot not . firmly held in 
place by growth or, position, . 

Tight Knot— A knot so „ fixed by ■ growth or 


3 Information covering tlie interpretation of knot 
measurements is ,give» in the appendix, see p, 825. 


position that it will firmly., retain, its 

place in the piece. 

Pith Knot. — A sou.iid knot with a pith ,hole 
not more than | in. in diameter in. the 

center. 

Round Knot. — A knot whose sawn, section , 

is oval or circular. 

Spike Knot— A knot sawn,in a lengthwise 

direction. 

Decayed Knot — A knot w^hich ' due, , to 
advanced decay is not as hard, .as the 
surrounding wood. 

Sound Knot— A knot which is solid, across 
■ its face and which is as hard as the sur- 
rounding w^ood. 

Note, — Red or black knots may be soun.d . 

Pitch Pocket. — An opening between the 
grain of the -wood, containing more or 

less pitch. 

Note. — ^Pitch pockets are classified as 
small, medium and large. 

Small Pitch Pocket. — A pocket not over 
I in.' in width or not over 4 in. in length, 
or not over I In. in width and not over 2 
in. in length. 

Medium Pitch Pocket. — A pocket not over 
I in. in width and 4 in. in length, or not 
over i in. in width and not over ,8 in. in 
length. 

Large Pitch Pocket,— A pocket over i in. 
in width and over 4 In. in length, or over 
I in. in width and over 8 in. in length. 
Pitch Streak,— A well-defined, accumulation 
of pitch at one point in. the piece. 

Note. — ^When not sufficient to develop a 
well-defined streak, or ,w^here the fiber be- 
tween grains,. that is, the coarse-grained fiber, 
usually termed “springwood,” is not saturated 
with pitch, it is not considered a defect. 

Shake, — In the case of wood, a separation 
along the grain, the greater part of which 
occurs between the rings of annual 
growth. 

Through Shake. — A shake which extends 
between any two faces of a timber. 
Wane.— Bark or hck of. wood from any 
' cause on edges of timbers. , 
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Standasd Names foe Stetjctoeal Timbees 


.'Commercial Name 

.C§dars: 

Alaska, C€da,r 
.MortlaerB WMte Cedar 
: Port Orford Cedar 
. .Soothem WMte Cedar 
Western Red Cedar 
Cypress: 

, ' Red Cj’press 
Yellow Cypress 
, A'VMte Cypress 
Dmgim Fir: . ^ 

Douglas Fir 
■ Red Fir 
: Red Fir 

Tki True. Firs: 

Balsam Fir 

Golden Fir' 

Noble Fir 
Silver' Fir 

White Fir 
Hmheks: 

Eastern Hemlock 

West Coast Hemlock 
Larch: 

Western Larch ' 

Pines: 

California White Pine 

Idaho White Pine 
Northern White Pine 
Norw’ay Pine 
Pondosa Pine 


Botanical Name 

Chamaecypaiis nootkatensis 
Thuja occidentalis 
Chamaecypaiis lawsoniana 
Chamaecypaiis thyoides 
Thuja plicata 

Taxodium distichum (Coast type) 

Taxodium distichum (Inland type) 

Taxodium distichum (Inland type) 

Pseudotsuga taxifolia (Coast type) 
Pseudotsuga taxifolia (Intermountain type) 
Pseudotsuga taxifolia (Rocky Mountain type) 

f Abies balsamea 

, Abies fraser! (Southern balsam ir) 

Abies magnifica 
Abies nobilis 
Abies amabilis 
f Abies concolor 

[Abies grandis (lowland wMte fir) 
fTsuga canadensis 

,Tsuga caroliniana (Carolina hemlock) 

Tsuga heterophylla (Western hemlock) 

Larix occidentalis 

fPinus ponderosa (Western yellow pine) 

[Pin us jeffreyi (Jeffrey pine) 

Pinus monticoia 
Pinus strobus 
Pinus resinosa 

Pinus ponderosa (Western yellow pine) 


Southern Pine (Southern 
■Yellow Pine) 


; Sugar Pine 
Redwood: 

\ Redw.ood 
.Spruces: 

Eastern Spruce 

, Engelmann Spruce 

, . Sitka Spruce 

TdmaFmk: '' ■ . 

„ . Tamarack 


Pinus taeda (loblolly pine) 
Pinus paiustris (longleaf pine) 
Pinus serotina (pond pine) 

' Pinus echinata (shorticaf pine) 
Pinus caribaea (slash pine) 
Pinus rigida (pitch pine) 

^Pinus glabra (spruce pine) 
Pinus lambertiana 

Sequoia sempervirens 

i Picea mariana (black spruce) 
Picea rubra (red spruce) 

Pic^ glauca (white spruce) 
Picea engelmanni 
Picea parryana (blue spruce) 
Picea sitchensis 

Larix laricina 
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APPENDIX^ 

THE SIZE OF A KNOT 
(Supplementiiig Definition of a Elnot) 


, ' Tlie A-S.T.M* standards for timber give 
very definite knot sizes that , are to be per- 
mitted in any given grade and size of timber 
and a very concise and accurate definition 
of a knot. But it is not always easy to 
trace the outline of the knot on the surface 
of a timber and segregate the knot from the 
cross grain around the knot, which is a 
part of the body of the tree. 

Sometimes there is a difference in color 
between the end grain of the limb wood 
and the surrounding wood. Sometimes 
there is a marked change in color that merely 
marks the heartwood of a live knot, and 
the sap wood of the knot may have the same 
color as the surrounding wood. 

Again, we find knots in which there is 
practically no difference in color. The 
body of the tree is usually enlarged at a 
knot so that, when a knot is sawed through, 
the ring growth of the body wood looks 
very much like a part of the knot. How 
then are knot sizes to be determined? 

There are two ways of determining the 
limits of a live knot when color or general 
appearance does not clearly demonstrate 
the boundary of the knot: 

First.— ’The rings on the top of a limb 
are usually narrower than those on the 
bottom; and on a tangentially cut surface 
these rings at the top are narrower than 
those showing immediately above the knot 
in the body of the tree; also the rings in 
the body of the tree get wider as you mea- 
sure away from the knot. The growth 
ring at the top of the knot can be traced 
around the knot to outline the size of the 


^ Prepared by John A. Newlin, Socialist in the Me- 
chanics of Wood, Forest Products Laboratory ^ Forest 
Service, U. S. Department of Agriculture, mamtained 
at Madison, Wis., in cooperation with the university of 
Wisconsin. 


knot. When the knot Is cut at an angle 
there will, as a rule, still be a place to one 
side of the top where the relatively narrow 
ring growth of the knot is suddenly changed 



Fig . l ; 


to the wider growth rings of the tree trunk 
(see A, Fig. 1). , On'.'the''Sld.e 'of '■the.knot,'' 
opposite these narrow , growth ■ rings, the 
growth rings will usually, be found ..to get/ 
wider ail the way from the ; pith center out: 
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and it is ..often very difficult to establish 
the limit of the knots on that side except 
by tracing; t.he growth rings from the other 
side of the, knot, 

" Secofid , — Checks on the face of a knot 
run radially from the pith center and those 
running to the sid.es never run beyond the 
knot without an abrupt change in direction. 

To one trying to determine the size of a 


irregular grain (see A, Fig. 2), often .with 
bark' pockets (see,: A^ Fig. 3). TMs. ls the 
body wood above the knot.. The radial 
checking in the oak knot is. ofte,n , very 
promine.nt and can be used, to detennine 
the limits of the knot. The. checks follow 
the rays and run appro.ximateiy ' radia.ily 
from the pith center of the knots. , The 
checks running to the bottom .of the. .knot 


knot, the oaks give a great deal of trouble 
due to two principal causes: First, color 
cannot be depended upon to outline the 
knot, and second, the body of the oak tree 
is usually greatly enlarged at a limb and a 
large amount of irregular or burly growth 
is introduced by a cut through the knot. 

On the top of the oak knot it will usually 
be found that the very definite growth rings 
of the knot change very abruptly to burly- 


may run approximately straight far beyond 
the limit of the knot and occasionally 
those running to the top may run through 
the burly wmod above the knot in more or 
less of a straight line, but the checks running 
to the sides of the knot, while they may 
stop short of the limit of the knot, never 
run wnthout an abrupt change of direction 
beyond the limit of the knot (see B, Figs. 
1 and 2). 


SFlCmCATIOHS FOR CREOSOTE 


Standard Specifications for 
CREOSOTE^ 



:■ ■ ■■. A.S.T.M. Designatioii: 1)390-36 

Adopted, 1935; Revised, 1936.® 

TMs Standard of the American Society for Testing Materials is issued' under 
the fixed designation D 390; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ' 

1. These specifications cover creosote 
for use in preservative treatment of 
timber, as defined in the Standard 
Definitions of Terms Relating to Timber 
Preservatives (A.S.T.M. Designation: 
D 324) of the American Society for 
Testing Materials.^ The creosote shall 
be a distillate of coal-gas or coke-oven 
tar. 

Properties ' ■ ' ■ 

2. Creosote shall conform to the 
following requirements: 

Water, max., per cent 3 

Matter insoluble in benzol®, max., per 

cent. 0.5 

Specific gravity, 38 C./15.S C., min 1.03 

Distillation, based on water-free oil, 
max., per cent: 

Up to 210 C.... 5 

Up to 235 C.. . 25 

Coke residue, max., per cent 2 


® Samples of creosote taken from working tanks may 
show an increase in matter insoluble in benzol due to 
treating operations. Such increases, provided they do 
not exceed by 1 per cent the specification limits, should 
not serve to cause rejection of the creosote for noncon- 
formity with the specifications, if it can be shown that the 
originalfresh oil was of specified quality. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D~7 on .Wood. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1934 to 1935. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Note. — Owing to tbe^' co.m,plexity of the 
chemical composition and physical properties of 
coal tar creosote, and to the fact that some of 
the same compounds and properties which 
characterize coal tar creosote are found in 
certain petroleum derivatives, determination of 
the purity of creosote is difficult. When there 
is not certain assurance that the oil is a pure 
product, the following tests will aid in arriving 
at an opinion as to its coal tar origin: 

( 1 ) The fraction distilling between 210 and 
235 C. is usually solid or contains some solids 
when cooled to 25 C. ■ 

(3) Ail of the fractions up to 315 C. contain 
tar acids in varying amounts, usually at least 1 
per cent, calculated on the amount of the frac- 
tion tested. 

( 3 ) The specific gravity of the fraction be- 
tween 235 and 315 C. is usually not lower than 
1.025 and the specific gravity of the fraction 
between. 315 and 355 C. is usually not .lower 
than 1.085 at 38 C. compared with water at 
15,5 C. ■ However, some pure coal, tar distillates, 
fall slightly below these limits. 

■ If the oil does not comply with at least one 
of the foregoing tests, it is undoubtedly not a 
pure coal tar creosote. 

Sampling and Methods of Testing 

'3. The sampling, and .properties enu- 
merated in these specifications shall be 
determined in accordance with the 
following methods of test of the Ameri- 
can Society for Testing' Materials: 

: (a) Sampling , — Standard Methods of 
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Sampling and Testing Creosote .(A.S. 
T.M. Designation; ;D 38) .’V 

(b) -“Standard Method of Test 
for Water in Creosote (A.S.T.M. Desig- 
nation: .D 370)^ or,. as an alternate 
.method,, the Standard Method of Test 
for .’Water in Petroleum Products and 
Other Bituminous Materials (A.S.T.M. 
Designation: D 95).^, 

(c) Maiier Insoluble in BenzoL — 
Standard Methods of Test for Insoluble 
Matter in Creosote (A.S.T.M. Designa- 
tion: D 367),® 

: (d) Specific Gravity, — Standard Meth- 
od of Test for Specific Gravity 
of Creosote (A.S.T.M. Designation: 
D 368).® 

(e) Disliilation, — Standard Method of 


Test for Distillation . of Creosote 
(A.S.T.M. Designation: D 246).®. 

'(/) Specifi-c Gramty Practioms,— 
Standard Method of Test for Specific 
Gravity, 38/15.5 C., of Creosote Frac- 
tions (A.S.T.M. Designation: D 369).® 
{g) Coke Standard Method 

of Test for Coke Residue of Creosote 
(A.S.T.M. Designation: D. ,168).® 

, (A) Tar Acids, — Standard ^ Method 
of Test for Tar Acids in Creosote 
and Creosote ~ Coal . Tar, . Solutions 
(A.S.T.M. Designation: D 453).® 

(i) Volume and Specific. Gramiy Cor- 
redm^.—Standard Volume and Specific 
Gravity Correction Tables for Creosote 
and Coal Tar (A.S.T.M. Designation: 
D 347).® 


SPICIFICATIOHS f Ot 
CREOSOTE -COAL TAR.. SOLUTIOM 


Standard Specifications for 
CREOSOTE -COAL TAR SOLUTION^ 



A.S.T.M. Designation: D 391 - 36 

Adopted, 1935; Revised, 1936.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 391; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover creosote - 
coal tar solution for use in preservative 
treatment of timber. The creosote - coal 
tar solution shall be a product of which 
at least 80 per cent shall be a distillate 
of coal-gas or coke-oven tar. 

Properties 

2. Creosote - coal tar solution shall 
conform to the following rec|uirements: 


Water, max., per cent 3 

Matter insoluble in benzol,® 

max., percent 2 

Specific gravity, 38/15.5 C . . . , . 1 .05 to 1 . 12 

Distillation, based on water-free 
oil, max., per cent: 

Up to 210 C...' 5 

Up to 235 C 25 

Coke residue, max., per cent. ... 6 


® Samples of solution taken from working tanks may 
show an increase in matter insoluble in benzol due to 
treating operations. Such increases, provided they do 
not exceed by 1 per cent the specification limits, should 
not serve to cause rejection of the solution for noncon- 
formity with the specifications, if it can be shown that the 
original fresh oil was of specified qualit5'. 

Note.— O wing to the complexity of the 
chemical composition and physical properties of 
coal tar creosote, and to the fact that some of 
the same compounds and properties which 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-7 on Wood. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1934 to 193S. 


characterize coal tar creosote are found in 
certain petroleum derivatives, determination of 
the purity of creosote is difficult. When there 
is not certain assurance that the oil is a pure 
product, the following tests will aid in arriving 
at an opinion as to its coal tar origin: 

(/) The fraction distiliing between 210 and 
235 C. is usually solid or contains some solids 
when cooled to 25 C. 

( 2 ) All of the fractions up to 315 C. contain 
tar acids in varying amounts, usually at least 
1 per cent, calculated on the amount of the 
fraction tested. 

(3) The specific gravity of the fraction be- 
tween 235 and 315 C. is usually not lower than 
1.025 and the specific gravity of the fraction be- 
tween 315 and 355 C. is usually not lower than 
1.085 at 38 C. compared with water at 15.5 C. 
However, some pure coal tar distillates fall 
slightly below these limits. 

If the oil does not comply with at least one 
of the foregoing tests, it is undoubtedly not a 
pure coal tar creosote. 

Sampling and Methods of Testing 

3. The sampling and properties enu- 
merated in these specifications shall be 
determined in accordance with, the 
following methods of test of the Ameri- 
can Society for Testing Materials: 

(a) Sampling , — Standard .Methods of 
Sampling and Testing , ■ Creosote 
(A.S.T.M. Designationi.D 38).® 

» Appears in this publication^,, see Contents in Numeric 
'.Sequence of A.S.T.M, Designations at front of book. 
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. (6) IFaler “Standard Method of Test 
.for Water m .Creosote (A.S.T.M. Desig- 
nation: B:3'70)®' or, as an alternate 
method, the Standard Method of Test 
for Water in Petroleum Products and 
Other B.itum.mous Materials (A.S.T.M. 
Designation: D 95).^ 

,(c) Matier Insoluble in Benzol.— 
Standard Methods of Test, for Insoluble 
Matter in Creosote (A.S.T.M. Desig- 
nation: D 367).® ■ 

(i) Specific Grmiiy. —Sirnda^rdMeth*- 
od of Test for Specific Gravity of 
Creosote (A.S.T.M. Designation: D 
368).® ■ 

(e) Distillation. — Standard Method of 
Test for Distillation of Creosote 
(A.S.T.M. Designation: D 246).® 


(/) Specific Grmiiy, of Fraciions — 
Standard Method of , Test for Specific 
Gravity, 38/15.5 C., of Creosote F.rac- 
tions (A.S.T.M. Designation:. D 369).® 

. (g) Coke Residue . — Standard Method 
of Test for Coke Residue of Creosote 
(A.S.T.M. Designation: D ,168).® . 

(h) Tar Acids . — Standard Method of 
Test for Tar Acids in Creosote and 
Creosote - Coal Tar Solutions (il.S.T.M. 
Designation: D 453)3 
{i) Volume and Specific Gravity Cor- 
rection . — Standard Volu.me and Specific 
Gravity Correction Tables for Creosote 
and Coal Tar (A.S.T.M.' Designation: 
D 347).® 



Standard Specijications Jor 
ZINC CHLORIDE^ 



A.S.T.M. Designation: D 432 - 39 

Adopted, 1939.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 432; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover zinc 
chloride, either from commercial con- 
centrated solutions of zinc chloride, or 
fused or granulated zinc chloride for 
use in the preservative treatment of 
timber* 

Properties 

2. {a) Iron Content— Tht zinc chlo- 
ride shall be acid-free and shall not 
contain more than 0.1 per cent of iron. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-7 on Wood. 

These specifications are identical in substance with the 
American Wood-Preservers’ Association Standard Specifi- 
cation for Zinc Chloride (No. !7a). 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1936 to 1939. 


{h) Chloride of Zinc ' Content— 
material shall conform to the following 
minimum requirements as to percentage 
content of chloride of zinc: 

Chloride of Zinc, 
min.,. per cent 

Concentrated zinc chloride solution. . . ■ 50 ; 
Fused or solid zinc chloride 94 

Chemical Analysis 

3. The material shall be analyzed in 
accordance with the Standard Methods' 
of Chemical Analysis of .Zinc Chloride 
(A.S.T.M,. Des.ignation: D 199) of the. 
American Society for Testing Materials.^ 


3 Appears in this publication; see Contents in Numeric 
Sequence of A.S.T.M. Designations at fro.nt of boo.k;. 



AMERICAM ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A-A,S.H.O, NO.: T. 60-42 


Standard Methods of 
SAMPLING AND TESTING CREOSOTE’ 



A.S.T.M. Designation: D 38 - 33 
Adopted, 1917; Revtsed, 1918, 1924, 1927, 1930, 1933.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 38; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. (a) Creosote and creosote - coal tar 
solutions are homogeneous liquids, ex- 
cept for their moisture content. At 
atmospheric temperatures, however, part 
of the creosote is usually in crystalline 
form, and it is accordingly necessary 
before sampling that the creosote shall 
be heated to a temperature at which it 
is entirely liquid. 

(5) When sampling creosote, the ob- 
ject is to obtain a sample that will be 
representative of the water content and 
the methods of sampling described or 
referred to in Sections 2 to 7 are in- 
tended to accomplish that purpose. 

Methods of Sampling 
' . , Coniimmus Drip Sampling Method 
Application 

2. The continuous drip method of 
sampling is applicable wherever the creo- 
sote is being loaded or discharged from 


1 Under the standardization procedure of the Society, 
these methods are under the junsdiction.of the A.S.T.M. 
Commitiee D-7 on Wood. 

LPrior to adoption as standard, these methods were 
published as tentative from IMS to 1917, being revised in 
1916 and 1917, 


tank ships or barges by means of pump- 
ing. 

Procedure 

3. A J-in. sampling pipe shall be in- 
serted in the line through w^hich the oil 
is being pumped, on the discharge side 
of the pump and preferably in a rising 
section of the pipe line. This sampling 
pipe shall extend one-half w^ay to the 
center of the main pipe and with the 
inner open end of the sampling pipe 
turned at an angle of 90 deg. and facing 
the flow of the liquid. The sampling 
pipe shall be provided with a plug cock 
and shall discharge into a receiver of 
50 to lOO-gal. capacity. The plug cock 
shall 'be so adjusted that with a steady 
continuous flow of the oil the receiver 
shall be filled in the time Required to 
pump the entire shipment. ' The. re- 
ceiver shall be provided with a steam coil 
sufficient to keep, the contents at a tem- 
perature not, , exceeding . ,120 F. . Imme- 
diately upon, completion of the pumping, 
the contents of the receiver shall be very 
thoroughly mixed, by agitation, , rolling, 
or shak.ing, and . duplicate I'-qt. samples, 
taken immediately ., by ^means of,, a, thief. 


Sampling anb' Testing. ■ Creosote ,(B 38 “ 33) 
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for purpose of tests. The amount of 
the . drip sample .collected shall be not 
less than 1 gal for each 1000 gal of 
oily except in the case of large boat ship- 
mentSy where a max:imu,m of 100 gal is 
sufficient. 

Routine Zone, Method of Sampling 
Tank Cars 

Apflication 

■ 4. The zone sampling method is 
applicable to the routine sampling of 
creosote in tank cars. With suitable 
modification of the apparatus, this 
alternative or simplified method may 
also be applied to the sampling of creo- 
sote in storage tanks. 

Apparatus 

5. The sampling apparatus shall be a 
wide-mouthed vessel, attached to a 
wooden rod and fitted with a lid that can 
be withdrawm by means of a cord. The 
apparatus and markings on the rod shall 
be made substantially in accordance 
with the form and dimensions shown in 
Fig. 1. 

Procedure 

6. (a) The sampling apparatus shall 
first be lowered until the point marked 
‘^Zone No. 1” on the rod is level wdth 
the top of the dome of the tank car. 
The cover of the sampling can shall 
then be removed, the vessel allowed to 
fill at that point, and then slowly with- 
drawn. Extreme care shall be exercised 
in lifting the rod so as not to disturb the 
contents of the sampling vessel. 

(5) Two samples shall be taken in a 
similar manner with the sampling ap- 
paratus lowered, to the point marked 
“Zone No. 2,’’ and one sample shall be 
likewise taken with the sampling appa- 
ratus low’’ered to the point marked “Zone 
No. 3/’: , „ 

(c) The four samples shall then be 
combined and mixed at once into a com- 


posite sample -while the oil is thoroughly 
liquid. No sample sliah .be taken, 'for 
analysis from oil which contains crystals. 

Referee Method of Sampling Tank Cars 

Procedure 

7, In the case of dispute with , refer- 
ence to the water content of . the ship- 
ment of creosote oil, sampling, shall be 



carried out in accordance . with the' 
Standard Method of Sampling Creosote 
.in Tank Cars of the ,A.merican Wood 
Preservers’ Assoc.iation ; (Method No. 
25by or of the American Railway En- 
gmeering Association.^ 

* Manual of Recomfnmdid Ffadtce^, Am. Wo0<3-Pre-' 
servers*' Assn. 

. * Manual, Am, Railway Engineering Assn., Chapter 
17, p. 17 (1942). 
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. Methods OE. Testing ; 
Methods of Testing 

:8* Creosote shaH be .aiiatyzed and 
tested in accordance with the foUowing 
methods of test of the x^merican Society 
for Testing Materials: 

(a) Water, — Standard Method of Test 
for Water in Creosote (A.S.T.M, Desig- 
nation: D 370).® ■ ■ 

(b) Mailer Insoluble in Benzol , — 
Standard. Methods of Test for Insoluble 
Matter in Creosote (A.S.T.M. Desig- 
nation: D 367).® ; 

(c) ' ' , Specific Gravity, — ^Standard 

Method of Test for Specific Gravity of 
Creosote (A.S.T.M. Designation: 
D 368).® . 

(d) DisHlkiim , — Standard Method of 
Test for Distillation of Creosote 
(A.S.T.M. Designation: , D 246).® . 

» ^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(e) Specific Gravity of Fraciions,— 
Standard Method : of Test . for , Specific 
Gravity, 38/15.5 C.,.of Creosote Frac- 
tions (A.S.T.M. Designation: D 369).® 
(/) Float Test of Residue,— The resi- 
due remaming in the retort after, the 
distillation test shall be preserved until 
it reaches a temperature between ,, 100 
and 125 C. The consistency ' of the 
residue shall then be determined in ac- 
cordance with the Standard, Method of 
Float Test for Bituminous ,Mater.ials 
(A.S,T.,M. Designation :.D 139),® , : 

Note. — Care must be taken at the end of the 
distillation test to, see that the vapor tempera- 
ture as indicated on the thermometer does not 
nse above 355 C.; an excess temperature of 
only 1 or 2 C. at this point makes the float test 
invalid. 

(g) Coke Residue, — Standard Method 
of Test for Coke Residue of Creosote 
(A.S.T.M. Designation: D 168).® 


A.R.E,A. mnmon foe coke residub 

OF CREOSOTE 

AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
AXS.H.O. NO.: T 61-42 


Standard Method of Test for 
COKE RESIDUE OF CREOSOTE' 



A.S.T.M. Designation: D 168 - 30 
Adopted, 1927; Revised, 1930.® 

This Standard of the American Society for Testing Materials is Issued tinder 
the feed designation D 168; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determining the coke 
residue (fixed carbon) in creosote or 
creosote - coai tar solution by coking the 
residue resulting from the distillation 
test and calculating the result based on 
the original oil. 

Apparatus 

2. (a) CruciUe * — A platinum crucible 
shall be used, with tightly fitting cover 
of the inverted or capsule type having a 
depth of about 1 cm., provided with a 
hole 2 mm. in diameter at ■ its center. 
The crucible shall have a capacity of 25 
to 30 ml. and with cover shall weigh 25 
to 30 g. . 

{b) Furnace . — A vertical electric tube 
furnace of the form shown in Fig. 1 or a 
Bunsen or Meker burner may be used. 

..Procedure 

3. (a) The residue resulting from the 
distillation test, carried out in accord- 

^ Under the standardization procedure of the Society, 
this method is under the. Jurisdiction of the A.S.TJl. 
Committee D-7 on Wood. . , 

* Prior to adoption, as standard, this method was.pub- 
Mshed as tentative from 1923 to 1927. 


ance with the Standard Method of Test 
for . Distillation of Creosote ■ (A.S.T.M. 
Designation: D 246) of the American 
Society for Testing Materials/ shall be. 
poured directly into the tared crucible 
or into a tin box wherein' it may' be 
heated on a water or steam bath, but 
not over a flame. A 1 =1= 0.1 g. portion 
of the residue shall be weighed into the 
the covered crucible. 

(b) If the vertical electric tube furnace 
is used, the tempera.tu.re of the furnace 
shall be controlled by a thermocouple 
at 950 db 20 C. The crucible shall be 
suspended in the electric, furnace for 
exactly 7 m;in., after which it shall be 
removed, cooled, and weighed* 

(c) If a Bunsen or i\Ieker burner is, 
used, it shall have a free flame 20 cm,, 
in height. The crucible shall set in a 
nichrome triangle with approximately, 
two-thirds of its height below the tri- 
angle and with the bottom of the crucible 
'6 'to B cm. above the top of the burner. 
Assurance of the desired temperature of 
,950 zt 20 C. may be indicated by the 

■■ * Appears ia this publication, see Contents in Numeric . 
Sequence of A,S.T.M. Designations at front of book. ,, 
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Fig. 1. — Electric Tube Furnace for Determin- 


ing Coke Residue. 

For ilO-volt alternating current, 60 ft. of IsTichrome 
Wire, No. 17 B. & S. gage will give the required tempera- 
ture. The temperature must be controlled by an external 
resistance. (U. S. Bureau of Mines Technical Paper No, 
p. 12 (1929)), 


fusion: of crystals of potassium. cliromat€ 
in the crucible when exposed in the speci- 
fied position for the test. The crucible 
and contents shall be exposed to the full 
flame of the burner for exactly 7 

Precautions 

4. The test shall be conducted, in 
a part of the laboratory, free from 
draughts. 

Calculations 

5. The percentage of coke obtained 
from the residue in accordance with 
Section 3 shall be calculated to percent- 
age of total oil as follows: 

Coke m oil = — 

100 


where: 

A = percentage residue from oil dis- 
tilled to 355 C., and 
B - percentage of coke in the residue. 

Note: Example , — With a retort distillation 
of 29 per cent of residue at 355 C., the residue 
containing 28 per cent of fixed carbon: 

, 29 X 28 „ 

■ Coke in oil == — “ S.l per cent 


AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H,0. HO,: T 62-45 


Standard Method of Test for 
DISTILLATION OF CREOSOTE* 



A.S.T.M. Designation: D 246 - 42 

Adopted, 1928; Revised, 1930, 1933, 1939, 1942.^8 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 246; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method covers a distillation 
test suitable for all types and grades of 
creosote, tar, and mixtures of creosote 
with tars used for timber preservation. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Flask , — A side-neck distillation 
flask as shown in Fig. 1, having the 
following dimensions : 


Diameter of bulb, outside 86 =fc 1.5 mm. 

Diameter of neck, inside 22 =b 1.0 mm. 

Diameter of tubukture, inside. 10 rb 0.5 mm. 

Height of flask, outside 131 ± 1.5 mm. 

Vertical distance bottom of bulb, outside, 
to horizontal tangent at tubukture in- 
side. 93 d: 1.5 mm. 

Length of tubukture 220 rfc 5.0 mm. 

Anple of tubukture 73 db 2 deg. 

Thickness of tubukture wall ■ I.Oto 1.5 


(b) Condenser Tube. — A suitable form, 
of tapered glass condenser tube, having 
the following dimensions: 

Diameter of small. end. 12.5 db 1.5 rora. 

Diameter of large end. . 28.5 dr 3.0 mm. 

Length. ....... . : . .... ... . 360.0 db 4.0 mm. 

Length of tapered part 100.0 db 5.0 mm. 


(c) Source of Heal . — ^A source of heat 
consisting of a bunsen or equivalent 
burner or an electric heater. The elec- 
tric heater,^ of the form and dimensions 
shown in Fig. 2, shall be made of asbestos 
cement and shall consist of a base plate 
and cover interlocked to prevent side 
slipping, yet easily taken apart. The 
heating unit shall consist of an acid- and 
heat-resisting porcelain plate with coils 
of resistance wire of nickel-chromium 
alloy. It shall be a separate unit and 
readily renewable. The capacity of the 
heating unit shall be 500, watts and at 
full heat shall give a temperature of 
approximately 800 C. at the coils. 
Temperature of the heater shall, be 
controlled by a sliding-contact' tube 
rheostat of the tube rheostat, laboratory 
type, which shall be approximately 41 
mm. in diameter by, 406 mm,, in length. 
The , resistance and continuous-ampere 
capacity of the rheostat, shall be suitable 
for the voltage used. 


,„ 1 Under the staadardkatiou procedure of tfee Society, . , 

this method is under the jurisdiction of the A.S.T.M. ' *The Gilmer electric heater controlled by the sliding- 
Comraittee D-7 on Wood. contact tube rheostat has been found entirely satisfactory, 

2 Prior to adoption as standard, this method was pub-- ■ For use with 110-v. heaters, a 14-ohm., h-S-amp. rheostat 
lished, as tentative from 1926, to 1928, being revised in should be used, and with 220-v. heate,rs, a ZS-ohm, 5-amp. 
1927 and 1,928.,. rheostat should be used. 
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{d) Shield for. Flame . DisiiUation— A (g) Balance— A balaace accurate to 

galvanized iron sliieid, lined with f-in. at least O.OS g. for weighing the receivers' 
asbestoSj of the .form and dimensions and fractions* 

shown in Fig. 3, used to protect the (h) Thermometer. — An A.S.T.M. High 
flask from air currents and to prevent Distillation Thermometer^ total im- 
radiation. If desiredj the shield may be mersion, graduated in Centigrade de- 
provided with a mica window to permit grees, having a range of 0 to. 400 C.^ 


inside Diam. 

U-A>i 22mm.tL0mm. 
! } 



Fig. 1. — Distillation Flask. 


observation of the progress of distilla- 
tion* The cover shall be made ' of 
transite board and shall be in two parts 
confoiming to the dimensions shown in 
Fig. 3., ' _ ■ 

{e) Shield for Electric-Heater DistUla- 
Mon—A galvaiiized-iron double-wall 
shield of the form and dimensions 
shown in Fig. 4, used to protect the flask 
from air currents and to prevent radia- 
tion. ' The space between the walls 
shall be filled with 85 per cent magnesia 
or powdered asbestos. If desired,, the 
shield may be provided with a mica 
window to permit observation of the 
progress' of distillation. The. cover shall 
be made of transite board and shallbe in 
two parts conforming to the dimensions 
shown in Fig. 4. 

(/) Receivers. — Tared Erlenmeyer 
flasks having a capacity of 50 or '125 ml. 
for collecting the distillate. ' 


D/omefers 




Fig. 2, — ^Electric Heater. 


and conforming to the requirements for 
thermometer 8C - 42 as prescribed in the 
Standard Specifications for A.S.T.M. 
Thermometers , (A.S.T.M.: .Designation: 
El).^ 

^Appears ia this publicatioE, see Contents in Numeric 
'Sequence of A.S.T.M. Designations at front of book. 
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Support- 
(Slips in Shield) 


Fig. 4. — Shield; Cover, and. Support for Electric-Heater. Distilktion* 


Preparation, of 'Sajnple 

3. The sample as received should be 
thoroughly stirred: and' agitated, warm- 
ing if necessary ' to insure a complete 
mixture free from' crystallized, solids. 


before the portion for: analysis is re- 
moved. 

Dehydration of, .Sample ' . 

.',4. If the presence of, 3 per cent of 
water is, suspected or known, the oil 




Fig. 5. — ^Apparatus Assembly for Flame Distillation. 



'Supporf Bfock 64 fo 16 mm. High 

Fig. 6.— Apparatus Assembly for Electric-Heater 'Distillation. 


shall be dehydrated before distillation Apparatus Assembly 
in accordance with the Standard^ Method , 5. (^,) The flask:shall be supported on 

of Test for Water in Creosote (A.S.T.M. 0^ tripod or rings over ' two sheets of ,20- 

Designation: D 370), of the American ' mesh wire, gauze, ,,150 mm. , squa,re, as 
Society, for Testing, Materials A shown in Fig. 5, or , mounted, on the 


Test FOR Distillation. CREOsoTi (D 246 -, 42 | 
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electric heater as shown in Fig. 6. The 
flask shall be connected ' to the condenser 
tube by a tight cork, joint. The ther- 
mometer shall be inserted, through' a 
cork in the neck with the bottom of the 
bulb 12 to 13 mm. from the surface of 
the oil in the flask. The exact location, 
of the thermometer bulb may be deter- 
mined by calculating the number of 
divisions on thO' thermometer which 
are equal to 12 to 13 mm., lowering the 
tip of the bulb of the thermometer to the 
surface of the liquid and then raising 
the thermometer the calculated number 
of degrees to give the correct distance 
from the surface of the liquid. 

(b) The axis of the bulb of the flask 
through the center of the neck shall be 
vertical and the thermometer shall be 
aligned on this axis. 

(c) The distance from the neck of the 
flask to the outlet end of the condenser 
tube shall be not more than 600 nor 
less than 500 mm. The burner shall 
be protected from drafts by a suitable 
shield or chimney, see Fig. 5. 

Procedure 

6. (a) One hundred grams plus or 
minus 0.1 g. of the sample shall be 
weighed into the flask, the apparatus 
assembled, and heat applied so that the 
first drop of the distillate falls from the 
end of the condenser in 10 min. zt 100 
sec.^ The rate at the end of the con- 
denser shall be adjusted to 90 to 100 
drops per min. within 2 min. after the 
first drop and shall be maintained at 
80 to 100 drops per min. throughout the 
distillation. The distillate shall be col- 


5 In cases of routine or plant control analyses where 
the presence of water is known or suspected, the sample 
shall be heated slowly until a temperature of ISO C. is 
reached. The heat shall then be increased and so regu- 
lated that the specified distillation rate will be reached in 
5 min. From this point the method as specified shall be 
followed. 


lected in weighed receivers. The con-; 
denser tube shall be warmed whenever 
necessary toprevent accumulation of solid 
distillates. Fractions, shall be collected 
at the temperatures designated by, the 
specifications. The receivers shall , be 
changed as the mercury passes ; the 
dividing temperature for each fraction, 
WTien the maximum specified tempera-' 
ture of the test is indicated by the 
thermometer, heating shall be discon- 
tinued, the shield cover shall be removed, 
immediately, and any distillate which 
has condensed in the condenser tube 
shall be drained into the last fraction. 
When the electric heater is used as a 
source of heat, the flask shall be removed 
from the assembly when the maximum 
specified temperature is indicated. 

(5) The residue shall be retained in 
the flask with the cork and the thermom- 
eter in position until no vapors are 
visible; it shall then be weighed. The 
flask shall then be tipped around so that 
the residue wdll flow around the sides, 
thus collecting any condensed vapors 
that have collected on the sides of the 
flask, after which the portion for the 
coke residue determination may be 
withdrawn or the residue shall be 
poured into a suitable receptacle, and 
covered. If the residue becomes so 
cool that it cannot be poured readfly 
from the flask, it shall be reheated to a 
temperature not exceeding 125 C. by 
holding the bulb of the flask in a suitable 
bath and not by the direct application 
of flame or heat. 

(c) During the progress of the distilla- 
tion the thermometer shall remain in 
its original position. No, correction 
shall be made for the emergent stem of 
the thermometer. 

Report 

. ■.7, (a) The fractions obtained at the 
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following temperatures shall be re- 
ported: 

0to210C. 

210 to 235 C. 

235 to 270 C.® 

270 to 315 C. 

315 to 355 C. 

Residue. 

*• Tbe fraction .235 to 270 C. is not usually required in 
specifications for creosote, but it is recommended that 
, this cut be made, since it .gives useful information. 

(5) If the fraction obtained at 0 to 
210 C. contains water, the amount of 
water shall be determined (Note). This 
amount shall then be deducted from the' 
weight of oil taken and all of the frac- 
tions shaU be corrected to a percentage 
based on the weight of the water-free 
sample. ■ 

Note. — convenient method ' for deter- 
mining the amount of water is to transfer 
this fraction, after weighing, to a tube or 
cylinder graduated in 0.1 ml. and add about 
15 to 20 ml. of benzol. This almost always 
causes a clear separation between the oil and 
water. 


Bistiilation Temperatures at . ¥arioiii 
Altitudes 

8. If the elevatio.ii at which the dis- 
tillation is to be made exceeds .1000' ft., 
the temperatures at which the fractions 
are taken shall be corrected in accord- 
ance with Table I. 


TABLE I.-TEMPEB.ATURES AT WHICH CREOSOTE 
FRACTIONS SHALL BE CUT TO CORRECT 
DISTILLATION TEMPERATURES FO.R DIFFER- 
ENT ALTITUDES. 

■ (Corrections made to the nearest degree 
Centigrade) 

Elevatjo.ii Above . Fractionation Temperatures for 

Sea Level, ft. Various Altitudes, deg. Cent. 


0 

200 

210 

235 

270 

315 355 

1000 

19S 

20S 

233 

26.8 

313 3S3 

1500...... 

197 

207 

232 

267 

312 352 

2000...... 

196 

206 

231 

266 

311 351 

2500 

196 

206 

230 

265 

310 350 

3000...... 

195 

205 

230 

264 

309 349 

3500...... 

194 

204 ^ 

229 ; 

263 i 

308 348 

4000 

193 i 

203 

228 

263 : 

307 347 

4500 

193 1 

202 

227 

262 ; 

306 346 

5000 

192 

202 

226 

261 ' 

.305 344 

5500. 

191 

201 

2.25 

260 i 

301: 343 

6000 

190 

200 

225 

260 

303 343 


A.R.EX KETHO'BS FOR 
IMSOIUBLE MATTER Ilf CREOSOTB 
AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S,H.O. KO.:T 81-42 


Standard Methods 


INSOLUBLE MATTER IN CREOSOTE^ 



A.S.T.M. Designation: D 367 - 33 
Adopted, 1933, 

This Standard of the American Society for Testing Materials Is issued under 
the fixed designation D 367; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, These methods are intended for the 
determination of insoluble matter (free 
carbon) in creosote and creosote - coal 
tar solutions by extraction with hot 
benzol. The porous thimble method is 
the preferred procedure and must be 
used in any case of dispute. The as- 
bestos mat method is a routine procedure 
which gives equally accurate results and 
requires 3 or 4 hr- less time than the 
porous thimble extraction. 

Porous Thimble Method . 
Apparatus 

2. ip) Extractor ~Tht extractor shall 
be of the form shown in Fig. 1 or of any 
similar form in which the oil is sub- 
jected to direct washing by the vapors of 
the boiling solvent. 

(5) Filter ,— filtering medium 
shall be a flat bottom, 30 by 80 mm. RA 
98 alundum thimble. , The thimble shall 
either be suspended in the extraction 
flask by a wire basket hung from two 
small hooks on the under surface of the 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T-M, 
^mmittee D-7 on Wood. 


metal cover of the flask or it shall be 
supported by making perforations near 
the upper edge of the thimble and sus- 
pending from the cover by German silver 
or platinum wire. 

(c) Balance,— The, analytical balance 
shall be accurate to 0.5 mg. 

Procedure 

3. An amount of material which shall 
contain 10.0 ± O.i g. of dry oil shall be 
weighed into a 100-ml. beaker; 50 ml 
of pure benzol shall be added and the 
solution stirred thoroughly. The solu- 
tion shall be transferred at once to the 
weighed alundum thimble. The beaker 
shall be rinsed clean with pure benzol 
and the washings added to . the ' thimble. 
The thimble shall then be covered with 
a lid of alundum ware and placed im- 
mediately in' the extraction apparatus,' 
The extractor shall contain a suitable 
quantity of pure benzol and shall be 
heated sufficiently to boil the solvent. 
The.,, extraction shall be continued until 
' the solvent descending from the thimble 
is-, colorless. : The thimble shall then be 
.dried at 105 5 C., cooled in a desic- 

cator, and weighed. 
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Tests for Issoictee, Matter Creosote (D, 367 -33) 


„ Asbestos Mat Method' 
..Apparatus , 

4. (ff) Fillen—The filteriBg med'ium 
shall coDsist of a .No. 3 Gooch, Coors 
.porcelain., or eqiiivalen't crucible . ap- 
proximately 3.5 „cm.. in diameter at the 
.top, tapering to 2.2 cm. at the bottom" 



Fig. 1. — Extraction Flask. 


with a depth of 4.0 cm., containing a 
mat of acid-washed medium fiber as- 
bestos approximately 2 mm, in thick- 
ness. 

(&) Baiance.'—The analytical balance 
shall be accurate to 0,5 mg. 


Preparation of Filter .Mat 

5. The Gooch crucible shall be placed 
in the suction apparatus and filled with 
acid-w^ashed medium fiber asbestos sus- 
pended in. water. Gentle suction . sha.ll 
be applied and more of the suspension,, 
if .necessary,, shall be ad.ded to make.. a 
mat approximately 2 mm. in thickness. 
With the suction still on, the pad shall 
be washed with water until all small 
particles of a.sbestos are removed.. The 
crucible shall be. dried at 105 ±...5, C., 
placed in a desiccator, and w^eighed. 

Procedure 

6. An amount of material w^hich shall 
contain 10.0 ± 0.1 g. of dry oil shall 
be weighed into a 125-ml. Erlenmeyer 
flask; 50 ml. of pure benzol shall be 
added and the solution stirred thor- 
oughly and brought to a boil. The hot 
solution shall be carefully poured into 
the weighed prepared Gooch crucible 
without suction until the mat is covered. 
Then gentle suction shall be applied to 
the crucible and the remaining solution 
added, taking care that the mat is cov- 
ered wdth solution at all times.. The 
Erlenmeyer flask shall be rinsed clean 
with pure benzol and the washings added 
to the crucible. Benzol shall be added 
to the crucible until the descending sol- 
vent is colorless. The crucible shall 
then be dried, at 105 zt 5 C., cooled in a 
desiccator, and weighed. 


A.R.E.il. METHOD OF TEST FOE 
SPECIFIC GRAFITy OF CREOSOTE 


AMERICAH ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 


A.A.S,H.O, MO.; T 82-42 


Standard Method of Test for 
SPECIFIC GRAVITY OF CREOSOTE* 



A.S.T.M. Designation: D 368 - 33 

Adopted, 1933. 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 368; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers the 
procedure for determining the specific 
gravity of creosote by means of the hy- 
drometer. 

Apparatus 

2. (a) Hydrometer . — The hydrometer 
shall be of glass of the conventional 
constant mass and variable displacement 
type as shown in Fig. 1. A set of two 
hydrometers with ranges in specific 
gravity of from 1.000 to 1.080 and from 
1.070 To 1.150 will suffice. The scale 
shall be divided into 0.001 of a unit of 
specific gravity. The hydrometer shall 
be standardized at 15.5/15.5 C. and shall 
conform to the following requirements 
as to dimensions: 


Permissible 
Dimension, Variation, 
mm. mm. 


Length of stem. 

... 125 


Length of bulb 

.... 105. 

d=5 

Length of scale. ....... 

. .. 80 


Diameter of stem. ... . 

... .6 

±0.5 

Diameter of bulb. . . . . 

... 22 

.±1 


(b) Hydrometer Cylinder. ---The hy- 
drometer cylinder shall be of the form 


'W" 


jip 

CM 


-I 


|< 6 mm. 
"A’" 


i 




5 

§ 




mm. 


Fig. 1. — Hydrometer. 



Fig. 2.— Hydrom- 
eter Cylinder. 


shown in Fig. 2 and. shall conform to the 
following requirem,ents as to dimensions: 


^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.TJU. 
Committee D-7 on Wood. 


Length — 

Diameter, inside 
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approximately 300 mm, 
.not. less than 32 mm. 
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Test ' los^ Specific Gravity of Cseosote : (D 368 - 33) 


Procedure 

3» The sample of oil shall be brought 
to a temperature of 38 C. and the spe- 
cific .gravity shall, be determined at that 
tei3i.pe.rature unless the oil is not entirely 
liquid at 38 C. In case it is necessary 
to bring the oil to a te.m.perature higher 
than, 38 C* in, order' to render it com- 
pletely fluids the specific gravity shall 
be determined at the lowest temperature 


at w.Mch .it is . completely .fluid. This 
observed specific gravity at, the observed 
temperature shall be .corrected to the 
specific gravity at 38 C,. by the use of 
Table II of the .Standard Volume and 
.Specific Gravity .Correction Tables for 
Creosote and Coal Tar.' (A.S.T.M. De- 
signation: D 347).; of the .American 
Society for Testing Materials.® 

2 Appears m this publicationj, see Conteats in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


' ■ A.R.E,A. MEtHOB OF TEST FOR 
SPECIFIC GRAVITY OF CREOSOTE FRACTIOWS 
AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIAiS STAMDARB 
AA,S.H.O. NO,: T74.4? 


Standard Method of Test for 
SPECIFIC GRAVITY, 38/15.5 C., OF CREOSOTE FRACTIONS^ 



A.S.T.M. Designation: D 369 33 . 

Adopted, 1933.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 369; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope' 

1. This method is a convenient and 
accurate means of determining the 
specific gravity of (a) creosote fractions 
(distilled at 235 to 315 C.) entirely 
liquid at 38 C., and {h) creosote fractions 
(distilled at 315 to 355 C.) containing 
solids at 38 C. It is also suitable for 
other distillation fractions of creosote 
or for creosote and creosote - coal tar 
solutions where only small amounts are 
available. ' 

Apparatus, 

2. The apparatus shall consist of the 
following; 

{a) Fycmmeters , — Pycnometers of 10 
and 2S-ml. capacities with ground-glass 
stoppers having the usual .. capillary 
openings. 

. (fe) IFaler . — A water bath con- 

sisting of a vessel filled with sufficient 
water to permit of maintaining a tem- 
perature of 38 db 0.1 C. 

{c) An, A.S.T.M. Low 


^ i Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-7 on Wood. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1930 to 1933, being revised in 1933. 


Softening Point Thermometer graduated 
in Centigrade degrees, having a range of 
— 2 to + 80 C., and conforming to the 
requirements for thermometer 15C ~39 
as prescribed in the Standard Specifica- 
tions for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E 1),® 

{d) Balance . — An analytical balance 
accurate to 0.5 mg. 

Calibration of Pycnometer 

3. Before making a determination^ 
the pycnometer with stopper shall first 
be . calibrated as follows: Weigh the 
empty, clean, dry pycnometer with 
stopper upon the analytical balance. 
Fill the pycnometer with freshly boiled 
distilled water, place in the water bath, 
and bring .the temperature to 38.0 
db 0.1 C. Insert stopper, wipe dry, and 
weigh. 

Procedure for Fractions Entirely Liquid 

at 38 C. 

4. ' The specific gravity of creosote 
fractions (distilled at 235 to 315 C.) 


» Appears in this publication, see Contents in NmU'OTC 
Sequence of A.S.T.M Designations at front of book. / , 
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entirely liquid at JS'C, shall be deter- 
mined as follows: : ■ ' : » ■ 

Heat the, creosote fraction until com- 
pletely liquid and continue heating to a 
tOTiperature not exceeding 38 C.; then 
...pour it into theempty^ dry pycnometer 
until ' Mi j avoiding the formation of air 
bubbles. ' Insert the. stopper, in the 
pycnometer, taking precautions to avoid 
the, inclusion of air bubbles. . Place the 
filled pycnometer in dhe water bath 
maintained at a , tempe,rature ■ of 38 
± 0.1 . C. until the pycnometer and its 
contents are at a constant volume at 
38 C. After immersion in the bath for 
at least 30 min., remove the pycnometer, 
wipe clean and dry; then weigh. . 

Procedure for Fractions Containing 

Solids at 38 C, 

5. The specific gravity of creosote 
fractions (distilled at 315 to 355 C.) 
containing solids at 38 C. shall be de- 
termined as follows: 

Heat the creosote fraction until com- 
pletely liquid, and pour it into the empty, 
dry pycnometer until about one-half 
full, avoiding the inclusion of air bubbles. 
Cool to room temperature and w^eigh. 
Cover the solid or partially solid fraction 
with freshly boiled distilled winter until 
the pycnometer is about three-quarters 
full; place in a water bath at 90 C. and 
allow to remain without agitation until 
the fraction is liquid and all air is 
removed. Cool the pycnometer and 
its contents to a temperature somewhat 
below 38 C. ; fill the pycnometer with 
freshly boiled distilled water, avoiding 
the formation of air bubbles; and insert 
the stopper in the pycnometer,: taking 
precautions to avoid the inclusion of 
air bubbles. 

Place the filled pycnometer . in the 
water bath maintained at a temperature 
of 38 dr 0.1 C. until the pycnometer and 
its contents are at a constant volume at 


38 G, After immersion in the bath 
for at least 30 min., remove the pycnom- 
eter, w.ipemlean and dry; then W'eigh. 


Calculations 


6. The expression “38/15.5 C.^’ .means 
specific gravity of the fraction at 38 C. 
compared' with water at 15.5 G. , This 
cannot be determined directly. The 
specific gravity is fi.rst determined at 38 
C. compared with w'ater at 38 C. and 
this determination, represents the rela- 
tion of the . weight of^a volume of .oil 
at 38 C., to the weight of an equal volume 
of water at the same temperature. The 
relation to an equal volume of water at 
15.5 C. is obtained by multiplying the 
former figure by 0.99393— the density 
of water at 38 C. compared to water at 


(0.99299) 

’ (0.99905)* 


It is incorrect to 


calculate the specific gravity at 
38/15.5 C. by dividing the weight of the 


oil determined at 38 C. by the weight 
of W’ater taken at 15.5 C. 


Note: Examples. — The following examples 
are given to illustrate the correct methods of 
calculation: 

Fractions Entirely Liquid at The 

weight of the pycnometer is 19.1624 g.; the 
weight of the pycnometer filled with water is 
43.8837 g.; the weight of the pycnometer filled 
with oil is 44.876 g.: 


Sp. gr. at 38/38 


44.8676 - 19.1624 _ 
43.8837 - 19.1624 


Sp.gr. at 38/15.5 C. « 1.0398 X,0.99393 = 1.03.55 


Fractions Containing Solids at 38 C.— The 
weight. of the pycnometer is 12.6370 g.; the 
weight, of the pycnometer filled with water is 
22.5708 g.; , the w^eight of the ' pycnometer 
partially filled with oil is 17.4962 g.; the weight 
of the partially filled pycnometer completely 
filled with water is 23.0453 g,.: , 

Sp. gr. at 38/38 C. 

■ =. 17.4962 - 12.6370 ^ . . 

(22.5708 - 12.6370) - (23.0453 - 17.4962) 

Sp. gr. at 38/15.5 C. « 1.1082 X 0.99393 = 1.1015 


Sta?idard Method of Test for 

TAR ACIDS IN CREOSOTE AND CREOSOTE - COAL TAR 

SOLUTIONS! 



A.S.T.M. Designation: D 453 - 41 

Adopted, 1941, - 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 453; the final number indicates the 3 'ear of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test covers the 
procedure for determining the amount 
of tar acids in fractions distilled from 
creosote and creosote - coal tar solutions. 

Apparatus 

2. ((x) I Separatory Funnel . — 
The type I glass separatory funnel 
shall conform to the requirements shown 
in Fig. 1. It shall have a total capacity 
of approximately 200 ml. with the lower 
20 ml. graduated accurately in 0.1 mi. 
The graduation marks shall be num- 
bered for each milliliter. 

(i) Type II Separatory Funnel . — 
The tyT>e II glass separatory funnel 
shall have a total capacity of approxi- 
mately 260 ml and shall conform to 
the requirements shown in Fig. 2. The 
capacity of the lower bulb from ■ the 
stopcock to the first graduation mark 
shall be ; 65 ml, and above this mark 
the stem shall be graduated accurately 

, , ^ Under the standardization procedure of the Society, 
this method is. under the jurisdiction .of the A.S.T.M, 
Committee D-7 on Wood. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1937 to 1941, being revised in 1938 
and 1939. 


for 100 ml. in 0.2 ml The graduation 
marks shall be numbered for each 
two milliliters. 

Procedure 

3. (a) In making the determination, 
100 g. of the sample shall be distilled 
in accordance with the Standard Method 
of Test for Distillation of Creosote 
(A.S.T.M. Designation: D 246) of the 
American Society for Testing Materials.® 
The fraction (Note) to be tested shall 
be transferred to a regular 250-inL 
glass-stoppered separatory funnel, and 
SO ml of c.p. benzol and 50 ml. of an 
18.3 per cent solution of NaOH (sp. gr. 
1.20 at 20/4 C.) shall be added. The 
mixture shall be shaken vigorously for 
3 min. and allowed. to settle. The well- 
settled lower portion of the liquid shall 
then be drawn off into a 2S0-ml. beaker. 
An additional 30 ml. of the NaOH solu- 
tion- (18.3 per cent) shall be added to the 
separatory funnel and the contents 
gently shaken for ,2 min. After settling, 
the lower portion of the liquid shall be 
drawn off and added to the beaker con- 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book. 
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taming the first portion. Sufficient 
diluted H2SO4' (1:3) shall be added to 
the mixture in t,he beaker ' to turn blue 
Itmus paper , definitely red. The solu- 
tion, shall be .cooled during the addition 
.o,f the acid. 

„, ;(5) If the tar acids liberated are 
..estimated, to be under 10 ml., type I 
separatory . funnel (Fig. 1) shall be used 
and 10 mi of high-flash naphtha or 



Fig. 1.— Typ-e I Glass Separatory Funnel, 
20CI-inL Capacity. 


c.p. benzol at 25 C. shall be measured 
into it. The liberated tar. acid,s ^ and- 
sulfate solution shall then be - poured 
through this layer of naphtha or benzol 
several times, drawing the material off 
at the bottom of the funnel into the 
original beaker and pouring it back into 
the top of the funnel. This washes 
out the beaker and allows al the' tar 
adds to be absorbed. The funnel shall 


then be, allowed to stand, at ,25 C., until 
the layers ,separate. clearly, when ,the 
sulfate solution shall be drawn off - and 
the increase in the volume of the naphtha 
or benzol taken as the dry tar acids 
present. 

(c) If the tar acids ,. liberated are 
estimated to be more than 10 mi, the 
procedure described, in Pa,ragraph ,(5) 
shall be followed except that 65 ml. of 



Fig.. 2. — Type II Glass Separatory , Funnel 
260-iiii. Gapacity, 


high-flash naphtha or c.p. benzol at 
25 C, shall be measured into the type 
II separatory funnel (Fig. 2.). 

Note. — If the total content of tar acids in a 
sample ,1s desired, the entire distillate ; below 
355 C. should be tested. In this case the results 
shall be reported as percentage by volume, that 
is, as the number of milliliters of tar acids per 
100 ml. of the original dry sample, both volumes 
measured at the same temperature. 
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CalcBlation 

t The result' shall be reported as a 
percentage of the fraction tested, calcu- 
lated as follows: 


where G == Specific.' gravity of ''the tar 
acids at 25 C./15.5 C.,® 

Y == volume of tar acids, in milli- 
liters, and 

W = weight of fraction in grams, 

® For practical purposes llie specific gravity of, the tax 
acids may be assumed to be i.04fJ. 


Tar acid,s, per cent * 





COHFORMS TO 

A.R.1B.A. YOVUME ANB SPECIFIC GMAVITT 
CORRECTIOK TABLES 


STANDARD VOLUME AND SPECIFIC GRAVITY CORRECTION 

TABLES FOR CREOSOTE AND COAL TAR^ 



A.S.T.M* Designation: D 347 "- 33 
Adopted, 1933.2 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 347 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


These tables have been prepared by 
the National Bureau of Standards to 
meet a demand from the wood preserv- 
ing industry for convenient tables for 
reducing creosote volumes to the basis 
of lOO F. (38 C.) and for reducing 
specific gravity observations to the same 
temperature. Tables I and II give in 
parallel columns correction factors for 
creosote, and for mixtures of creosote and 
coal tar (up to 50 per cent tar) desig- 
nated as solution, and for coal tar. 
They are based on densit}^ determina- 

i Under the standardization procedure of the Society, 
these tables are under the jurisdiction’ of the A.S.T.M. 
Committee I)-7 on Wood. 

These tables have been adopted as standard by the 
American Wood Preservers’ Association and by the 
.American Railway Engineering Association; they are. the 
outcome of a Joint Conference Committee representing 
these associatio.n3 and the .American So.ciety for Testing 
Materials.^ 

»' Prior to adoption as standard, these tables were 
published as tentative from i932*to 1933. 


tions made on a selected range of domes- 
tic and foreign creosote and domestic 
coke-oven tars. 

Table I shows the volume occupied at 
100 F. (38 C.) by a quantity of oil 
occupying a unit volume at the indicated 
temperature; for e.xample, 1 gaL of 
creosote measured at 120 F. (49 C.) wnll 
have a volume of 0.9921 gal. at 100 F. 
(38 C.); thus, if the volume of creosote 
at 120 F. (49 C.) equals 10,000 gal, 
then the volume at 100 F. (38 C.) 
equals 10,000 times 0.9921 or 9,921 gal. 
« Table II gives corrections for observed 
specific gravity wEich are simply m.ade, 
by adding them to the observed values 
for tempe.ratur€s above' 100 F. (38 C.) 
and subtracting them for temperatures 
below 100 F. (38 C). . 
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table I.— volume CORRECTIOiI table for creosote, creosote - coal tar solution (UP to 
50 PER CENT TAR), AND COAL TAR (COKE-OVEN TARS). 

. Tke observed volume is to be multiplied by tbe factor corresponding to the observed temperature. 


Observed 
Temper- 
ature, 
:deg. Falir. 

Volume at 100 F. Occu- 
pied by Unit Volume at 
Indicated Temperature 

Creo- 

sote 

Solu- 

tion 

Coal 

Tar 

220......... 

0.9526 

0.9542 

0.9594 

219......... 

0,9530 

0.9S46 

0.9597 

218.......... 

0.9534 

0.9S50 

0.9600 

217......... 

0.9538 

0.9554 

0.9604 

216. 

,0.9542 

0.9557 

0.9607 

215.......... 

0.9546 

0-9561 

0.9611 

214.... 

0.9550 

0.9S6S 

0.9614 

213 

0.9SS4 

0.9S69 

0.9618 

212......... 

0.9558 

0.9573 

0.9621 

211......... 

0.9561 

0.9577 

0.9625 

210......... 

0.9565 

0.9581 

0.9628 

209 

0.9569 

0.9584 

0.9632 

208 

0.9573 

0.9588 

0.9635 

207 

0.9577 

0.9592 

0.9639 

206 

0.9581 

0.9596 

0.9642 

205 

0.9585 

0.9600 

0.9646 

204.... 

0.9589 

0.9604 

0.9649 1 

203 

0.9593 

0.9608 

0.9652 

202.. 

0.9597 

0.9611 

0.9656 

201 

0.9601 

0.9615 

0.9659 

200..., 

0.9605 

0.9619 

0.9663 

199 

0.9609 

0.9623 

0.9666 

198 

0.9612 

0.9627 

0.9670 i 

197 

0.9616 

0.9531 

0.9673 1 

196 

0.9620 

0.9634 

0,9677 

195 

0.9624 

0M38 

0.9680 

194 

0.9628 

0.9642 

0.9684 

193........ . 

0.9632 

0.9646 

0.9687 

192 

0.9636 

0.9650 

0.9690 

191... 

0.9640 

0.9654 

0.9694 

190 

0.9644 

0.9658 

0.9697 

189 

0.9648 

0.9662 

0.9701 

188 

0.9652 

0.9665 

0.9704 

187 

0.9656 

0.9669 

0.9708 

186 

0.9660 

0.9673 

0.9711 

185 

0.9664 

0.9677 

0.9714 

184 

0.9668 

0.9681 

0.9718 

,183. 

0.9672 

0.9685 

0.9721 

182 

0.9676 

0.9688 

0.9725 

181 

0,9680 

0.9692 

0.9728 


Observed 
Temper- 
ature, 
deg. Fahr. 

Volume at 100 F. Occu- j 
pied by Unit Volume at 1 
indicated Temperature i 

Observed 
Temper- 
ature, 
deg. Fahr. 

Creo- 

sote 

Solu- 

tion 

Coal 
Tar I 

180... 

0.9684 

0.9696 

0.9732 

140. .... . 

179 

0.9687 

0.9700 

0.9735 

139. ' 

178.. 

0.9691 

0.9704 

0.9739 

138 

177... 

0.9695 

0.9708 

0.9742 

137 

176 

0.9699 

0.9712 

0.9745 

136. . , . 

175 

0.9703 

0.9715 

0.9749 

135 

174 

0.9707 

0.9719 

0.9752 

134. ..... 

173 

0.9711 

0.9723 

0.9756 

133 

172 

0.9715 

0.9727 

0.9759 

132 ..... 

171 

0.9719 

0,9731 

6.9762 

131.' 

170........ 

0.9723 

0.9735 

0,9766 

130 . . .... 

169 

0.9727 

6.9738 

6.9769 

129 

168. 

0.9731 

0.9742 

0,9772 

128. . . ... 

167 

0.97.35 

0.9746 

0.9776 

1,27 

166 ■ 

0.9739 

0.9750 

0.9779 

126. 

165 

0.9743 

0.9754 

0.9783 

125 

164 

0.9747 

0.9758 

0.9786 

124 

163 

0.9751 

0.9762 

0.9789 

123 .. 

162 

0.9754 

0.9765 

0.9793 

122. 

161 

0.9758 

0.9769 

0.9796 

121 

160 

0.9762 

0.9773 

0.9800 

120 

159. 

0.9766 

0.9777 

' 0.9803 

i 119 i 

1 158 

0,9770 

0.9781 

* 0.9806 

1 118 i 

1 157 

0.9774 

0.9785 j 

0,9810 

1 117 ; 

156 

0.9778 

0.9788 1 

0,9813 

! 116 

155 

0.9782 

0.9792 

0.9816 

i US 

154 

0.9786 

0.9796 

0.9820 

i 114 ! 

153 

0.9790 

0.9800 ' 

0.9823 

! 113... ' 

132 

0.9794 

0.9804 

0.9827 i 

112 

151 

0.9798 

0.9808 

0.9830 

Ill 

ISO... 

0.9802 

0.9811 

0.9833 

110 

149 

0.9806 

0.9815 

0.9837 

109 

148 

0.9810 

0.9819 

0.9840 

108 

147 

0-9814 i 

0.9823 

0.9844 

107 

146. . . 

0.9818 ! 

0.9827 

0.9847 

106. .... ... 

145 

0.9822 ’ 

0.9830 ’ 

0.9850 

105 

144 

0.9826 ; 

0.9834 

0.9854 

104 

143. 

0.9830 

0.9838 

0.9857 

103 

142 

0.9834 

0.9842 

0.9860 

102 

141 

0.9838 

0.9846 

0.9864 

101 




i 

100 


.Volume at iW F. Occu- 
pied by. Unit. Volume at 
Indicated Temperature 


Creo- 
, sote 


0.9S42 

0.9846 


Solu- 

tion 


0.9850 

0.9S53 


0.9850 I 0.9SS7, 
0,985.3 1 0,9861 


0,9.857 

0,986! 

0.9865 

0.9869 

0.9873 

0.9877 

0.9881 

0.,98S5 

0.9889 

0.9893 

0.9897 

0.9901 

0.990S 

0.9909 

0.9913 

0.9917 


0.9952 

0.9956 

0.9960 

0.9964 

Q.996B 

0,9972 

0.9976 

0.9980 

0.9984 

0.9988 

0.9992 

0.9996 

1.0000 


0.9S65 

0.9868 

0.9872 

0.9876 

0,9880 

0,9884 

0.9887 

0.9891 

0.9895 

0,9899 

0.9902 

0,9906 

0.9910 

0.9914 

0.9917 

0.9921 

0.9925 

0.9929 

0.9932 

0.9936 

0.9940 

0.9944 

0.9948 

0.9951 

0.9955 

0.9959 

0.9962 

0.9966 

0.9970 

0.9974 

0,9978 

0.9981 

0.9985 

0.9989 

0.9992 

0.9996 

1.0000 


Coal ■ 
Tar 

0.9867 ■ 

0.9870 

0.9874 

0.9877 

0.9880 

0.9884 

0.9887 

0.9890 

0.9894 

0.9897 

0.9900 

0.9904 

0.9907 

0.9910 

0.9914 

0.9917 

0.9920 

0.9924 

0,9927 

0.9930 

0.9934 

0.9937 

0.9940 

0.9944 

0.9947 

0.9950 

0.9954 

0.99S7 

0.9960 

0.9964 

0.9967 

0.9970 

0.9974 

0.9977 

0.9980 

0.9983 

0.9987 

0.9990 

0.9993 

0.9997 

1.0000 


The portion of the table below should not be used unless the oil is entirely free from crystals. 


99 

1.0004 

1.0004 

1.0003 

98 

1.0008 

1.0008 

1.0007 

97.. 

1.0012 

1.0011 

1,0010 

96.......',.. 

1.0016 

1.0015 

1.0013 

95 

1.0020 

1,0019 

1,0017 

94...,. 

1.0024 

1.0022 

1.0020 

93...,. 

1.0028 

1.0026 

1,0023 

92.,. 

1.0032 

1.0030 

1.0Q26 

91 

1.0036 

1.0034 

1.0030 

90... 

1.0040 

1.0038 

1.0033 

^89.......... 

1.0043 ! 

1.0041 ’ 

1.0036 

88 .... 

1.0047 i 

1.004S,,i 

1.0040 

87.... 

1.0051 1 

1,0049 i 

1.0043 

86 ......... 

l.OOSS 

1,.00S2 

1,0046 

as 

1.0059 

1.0056 

1.0050 


0.0063 

0.0062 

0.0053 

69 

1.0122 

1.0116 

1,0103 

0.0067 

0.0066 

0,0056 

68 

1.0126 

1.0120 

1.0106 

6.0071 

0.0070 

0.0060 

67 

1.0330 

1.0124 

1.01,09 

0.0075 

0.0074 

0.0063 

66 

1.0134 

1.0127 

1,0112 

0.0079 

0.0078 

0.0066 

65 

1.0138 

1.0131 

1.0116 

1.0083 

1,0079 

1.0070 

'64 

1.0142 

1.0135 

1,01 19,' 

1.0087 

1.0082 

1.0073 

63 

1.0146 

1.0138 

l.,Oi22 

1.0091 

1.0086 

1,0076 

6,2 

I.OISQ 

1.0142 

,1.0126 

1.0095 

1.0090 i 

1,0080 

; 61 

1.0154 

1.0146 i 

3.0129 

1.0099 

1.0094 

1.0083 

i 60 

1.0158 

1.0150 j 

1.0132, 

1.0103 

1.0097 

1.0086 

1 

1 i 


........ 


1.0107 

1,0101 

1.0089 

! 




1.0111 

1.0105 

l.(K)93 





1.0115 

1.0109 

1.0096 

i, ■! 

........j 


1.0118 

1.0112 

1.0099 

: 1 

* 1 


1 

j 
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TABLE II.~SP1CI?TC GRAVITY. CORRECTION TABLE FOR CREOSOTE, CREOSOTE -CO.AL TAR SOLUTION 
(UP TO SOBER CENT TAR), AND COAL TAR (COKE-OVEN TARS). : 


Observed 

Temper- 

Add to Observed Specific 
.Gravity, 

Observed 

Temper- 

Add to Observed Specific 1 j 

Add to Observed Specific 
Grawty 

ature. 




ature, 
deg. Faiir. 




aiure, 
deg. Fakr- 




deg. Fanr. 

Creo- 

Solu- 

Coal 

Creo- 

Solu- 

Coal 

Creo- 

Solu- 

Coal 

sote 

tion 

Tar 

sote 

tion 

Tar 


sote 

tion 

Tar 

220.......... 

0.0491 

0.0481 

0.0451 

180 

0-0326 

0.0319 

0.0299 

140 

0.0161 

0.0158 

0.0148 

219 

0.0487 

0,0477 

0.0447 

179 

0.0322 

0.0315 

0,0295 

139 

0.0157 

0.0154 

0.0144 

218......... 

0.0483 

Q.CM73 

0.0443 

178 

0.0318 

0.0311 

0.0291 

138. 

0.0153 

0.0150 

0.0141 

217..,...,... 

0.0479 

0.0469 

0.0439 

177 

0.0314 

0.0307 

0.0288 

137.. 

0.0149 

0.0146 

0.0137 

216.......... 

0.0475 

0.0465 

0.0436 

176 

0.0309 

0.0303 

0.0284 

136. ....... 

0.014S 

0.0142 

0.0133 

'215......... 

0.0471 

0.0460 

0.0432 

175... 

0,0305 

0,0298 

0.0280 

13S 

0.014! 

0.0138 

0.0130 

214... 

0.0-167 

0.0456 

0,0428 

174........ 

0.0301 

0.0294 

0.0276 

134 

0.0137 

0.0134 

0.0126 

213... 

0.0462 

0,0452 

0.0424 

173. 

0.0297 

0.0290 

0.0272 

133 

0.0133 

0,0130 

0.0122 

212.... 

0.0458 

0.0448 

0.0420 

172 

0.0293 

0.0286 

0.0269 

132... 

0.0129 

0.0126 

0.0118: 

211 

0.0454 

0.0444 

0.0417 

m. ....... 

0.0289 

0.0282 

0.0265 

131 

0.0125. 

0.0122 

0.0U5 

210 

0.0450 

0,0440 

0.0413 

170 

0.0284 

0.0278 

0.0261 

130 

0.0121 

0.0118 

0.0111 

209 

0.0446 

0,0436 

0.0409 

169. 

0.0280 

0.0274 

0.0257 

129 

0.0117 

0.0114 

0.0107 

208 

0.0442 

0,0432 

0.0405 

168........ 

0.0276 

0.0270 

0.0254 

128 

0.0113 

0.0110 

0.0104 

207 

0.0438 

0.0428 

0.040! 

167 

0.0272 

0.0266 

0.0250 

127 

0.0109 

0.0106 

O.OiOO 

206..,. 

0.0434 

0.0424 

0.0398 

166 

0.0268 

0.0262 

0.0246 

126 

0.0105 

0.0102 

0.0096 

205............. 

0.0430 

0.0420 

0.0394 

165 

0.0264 

0.0258 

0.0242 

125... 

0.0101 

0.0098 

0.0092 

204 

0.0426 

0.0416 

0.0390 

164 

0.0260 

0.0254 

0,0238 

124 

0.0097 

0.0094 

0.0089 

203... 

0.0422 

0.0412 

0.0386 

163 

0.0256 

0.0250 

0.0234 

123... 

0.0093 

0.0090 

0.0085 

202.. 

0.0418 

0.040S 

0.0382 

162........ 

0.0252 

0.0246 

0.0231 

122 

0.0089 

0.0087 

0.0081 

201. 

0.0413 

0.0404 

0.0379 

161. 

0.0248 

0.0242 

0.0227 

121 

0.0084 

0.0083 

0.0078 

200,,. 

0.0409 

0.0400 

0.0375 

160 

0.0244 

0.02.38 

0.0223 

120 

0.0080 

0.0079 

0.0074 

199 

: 0.0405 

0.0396 

0.0371 

159 

0.02.89 

0.0234 

0.0219 

119 

0.0076 

0-0075 

0,0070 

198- .... 

I 0.0401 

0.0392 

1 0.0367 

158 

0.0234 

0.0230 

0.0216 

118 

0.0072 

0.0071 

0.0067 

197......... 

i 0.0397 

0,0388 

1 0.0.363 

157.. 

0.0230 

0,0226 

0,0212 

117 

0.0068 

0.0067 

0.0063 

196 

1 0.0392 

: 0,0384 

0.0360 

156 

0.0226 

0.0222 

0.0208 

116 

0.0064 

0.0063 

0.0059 

195......... 

0.0388 

0.0379 

I 0.0356 

155 

0.0222 

0.0218 

0.0204 

115... 

0.0060 

i 0„0059 

0.0056 

194......... 

0.0384 

0.0375 

1 0.0352 

154 

0.0218 

0.0214 

0.0200 

114 

0.0056 

L 0.0055 

I 0.0052 

.193,, 

0.0380 

0.0371 

1 0.0348 

153 

0.0214 

0.0210 

0.0197 

113 

0.0052 

! 0.0051 

! 0.0048 

192... 

0.0375 

0,0367 

I 0.0344 

152........ 

0.0210 

0.0206 

0.0193 

112 

0.0048 

0.0047 

0.0044 

191 

0,0371 

^ 0.0363 

1 0.0341 

151 

0.0206 

0.0202 

0.0189 

Ill 

0.0044 

0.0043 

0.0041 

m, 

0.0367 

0.0359 

0.0337 

150 

0.0202 

0.0198 

0.0186 

110 

0.0040 

0.0039 

0.0037 

189 

0.0363 

0.0355 

0,0333 

149 

0.0198 

0.0194 

0.0182 

109 

0.0036 

0.0035 

i 0.0033 

ISS, 

0.0359 

0.0351 

0.0329 

148.. 

0.0194 

0.0190 

0.0178 

108.. 

0,0032 

0,0031 

0.0030 

187 

0.0355 

0.0347 

0.0325 

147 

0.0189 

0.0186 

0.0174 

107.. 

0.0028 

0.0027 

0.0026 

186.. 

0.0351 

0.0343 

0.0322 

146. ....... 

0.0186 

0.0182 

0.0170 

106. 

0,0024 

0.0023 

0.0022 

185.....,.,. 

0.0347 

0.0339 

0.0318 

145 

0.0182 

0.0178 

0.0167 

105 

0.0020 

0.0020 

0,0018 

184.,.. 

0.0343 

0.0335 

0.0314 

144 

0.0177 

0.0174 

0.0163 

104 

0.0016 

0.0016 

0.0015 

183......... 

0.0339 

0.0331 

0.0310 

143........ 

0.0173 

0,0170 

0.0159 

103 

0.0012 

0.0012 

o.oou 

182 

0.0334 

0.0327 

0.0306 

142 

0.0169 

0.0166 

0.0155 

102... 

0.0008 

0.0008 

0.0007 

181 ... 

0.0330 

0.0323 ! 

0,0303 

141 

0.0165 

0.0162 

0.0152 

101 

0.0004 

0.0004 

0.0004 









100.. 

0.0000 

0.0000 

0.0000 


TEe portion of tEe table below should not be used unless the oil is entirely free from crystals. 

Subtract from Observed , Subtract from Observed j Subtract from 

Specific Gravity Specific Gravity Xempe^ Specific Gi 

.ature, ” : — ^ 1 ature. ature, — t ' - 

deg. Fanr. Creo- Solu* Coal deg. Fahr. Creo- . Solu- , Coal .deg. Fanr. Creo- Solu- 

sote I tioa Tar I so.tc tion Tar sote tion 


99 0.0004 ! 0.0004 

98 0.0008 I 0.0008 

97 0.0012 1 0.0012 

96 0.0016 0.0016 

9 S 0.0020 0.0020 


0.0004 0.0004 


0.0020 O.OOIS 


94 0.0024 

93 0.0028 

92 0.0032 

91 0.0036 

90 0,0040 


0.0023 0.0022 

0.0027 0.0026 


0.0043 0.0043 
0.0047 0.0047 
Q.0Q5i 0.0051 
O.OOSS 0.005S 
0.0059 O.OOSS 


0.0043 0.0040 
0.0047 0,0044 ; 

0,0051 0.0048 i 


Subtract from Observed 

Specific Gravity 

Creo- 

Solu- 

Coal 

sote 

tion 

Tar 

0.0063 

0.0062 

O.OOS9 

0.0067 

0.0066 

0.0063 

0.0071 

0.0070 

0.0066 

0.0075 

0.0074 

0.0070 

0.0079 

0.0078 

0.0074 

0.0083 

0.0082 

0.0077 

0.0087 

0.0086 

0.0081 

0.0091 

0.0090 

0.0085 

0.0095 

0.0094 

0,0088 

0.0099 

0.(K397 

0,0092 

0.0103 

S 0.0101 

0..0096, 

0.0107 

1 0.0105 

0,0099 

O.Otll 

1 0.0109 

0,0102 

O.OltS 

1.0.0113 

0.0106 

0.0118 

I 0.0117 

0.0109 


Observed 
Temper- 
ature, 
.deg. Fanr. 

Subtract from Ob.served 
Specific Gravity 

; Creo- Solu-. . Coal 
sote tion ■ Tar 

69......... i 

0.0122 

0.012! 

0.0113 

68 

0.0126 

i 0.0124 

0.0117 

67 

0.0130 

1 0.0128 

0.0120 

66 

0.0134 

0.0132 

0.0124 

65.. 

0.0138 

0.0136 

0.0128 

64. 

0.0142 

^ 0.0140 

0.0132 

63......... 

0.0146 

0.0144 

0.0135 

62.,.. 

0.0150 

0.0148 

0.0139 

61......... 

0.0154 

0.0152 

0.0143 

60 

0.0158 

0,0155 

0.0146 


S7, 

86. 

85. 
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WATER IH CREOSOTE 


AMEMCAK ASSOCIATIOK STATE 
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Standard Method of Test for 
WATER IN CREOSOTE! 


1 

A,S.T.M. Designation; D 370 - 33 
AnopTED, 1933.® 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 370; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope, tions for A.S.T.M. Thermometers 

1. This is an accurate method for (A-S.T.M. Designation: E 1).® 
determining the percentage of water in 
creosote and creosote - coal tar solution. 

Its use is indicated for dehydrating 
creosote containing more than 3 per cent 
of water in preparation for the distilla- 
tion test. The alternative procedure 
is more convenient and rapid where the 
4etermination of water only is required. 

Apparatus 

2. The apparatus shall consist of the 
foEowing: 

(a) StilL — A vertical, cylindrical 
copper still, with removable flanged top 
and yoke, of the form and approximate 
dimensions shown in Fig. 1. 

{h) Thermometer —An A.S.T.M, High 
Distillation The,rmometer, total im- L— 

mersion, graduated in either Centigrade (MMmm.tSJmm,) 

) or Fahrenheit degrees , as specified, , Fig. 1.— Copper Shi, ' 

having a range of 0 to 400 G. or 30 to , 

I 760 F., and conforming to the require- W .—A copper trough con- 

I ments for thermometer 8C-42 as with straight-walied glass tube, 

prescribed in the Standard Specifica- having- approximately ^ the form and 

I . ' dimensions. shown m Fig. 2. 

y Under the standardization procedure of the. Society, 

this method is under the jurisdiction of the A.S.TJd. . . . 

Committee B-7 on Wood. * Appears in this pubhcation^ see Contents m Numeric 

* Editorially revised and rearranged in 1939. Sc^ueaice of A.S.T.M. nesignations at front of book. 
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Test for Water in Creosote (D 370 - 33) 


(d) Separatory Funnel . — A separatory possible, and measured separately. If 
funnel conforming to the requirements more than 3 per cent of water is present, 
shown in Fig. 3. It shall have a total the percentage of water present shall 
capacity of approximately 200 ml. with be determined bv the method described 
the lower 20 ml. graduated accurately in Paragraph (b), and the water-free 
in 0,1 ml. The graduation marks shall oil so obtained shall be used in the 
be numbered for each milliliter. distillation test. 

Affaratiis Assembly , (^) A 200-ml. sample of .the oil 

3. The apparatus shall be assembled shall be measured into a graduated 
as shown ill Fig. 2. ' cylinder ■ and poured into a copper 



Fig. 2 “Assembled Apparatus for Water Test. 


Procedure 

' .;4. {a) .When any measurable amount 
of Water is present in the distillate below 
210 C. as determined in accordance wdth 
the Standard Method of Test .for 'Distil- 
lation of Creosote (A.S.T.M. Designa- 
tion: D 246) of the American Society 
for Testing Materials,® the oil and water 
in this fraction shall be separated, if 


still, allowing the cylinder to drain into 
the still for several minutes. ■ The lid 
shall be clamped on, us.ing a paper, gasket 
slightly w^et with oil around the, flange 
of the still. Heat shall be applied .by 
means of the ring;, burner, which shall 
be placed just above the level of the oil 
in .the still at the beginning of the test 
and gradually lowered when most of 
the water,, has. distilled over. The dis- 
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tillation, shall be continued until the 
vapor temperature reaches 205 C., as 
indicated by the thermometer with the 
bulb opposite the off-take of the con- 
necting tube. The distillate shall be 
collected in, a separatory funnel. Wdien 
the, distillation is completed, and a 
clear separation of water and oil in the 
funnel has taken place, the water shall 
be read by volume and drawn off. 
Any light oil distilled over with the 
water shall be returned to the oil in the 
still The dehydrated oil from the still 
shall be used for the distillation test. 

Alternative Procedure 

5. The amount of water may be 
determined in accordance with the 
Standard Method of Test for Water in 
Petroleum Products and Other Bitu- 
minous Materials (xA.S.T.M. Designa- 
tion: D 95) of the American Society 
for Testing Materials.^ 

Note. — This method is of particular service 
where the determination of water only is in- 
volved and the dehydrated material is not to be 
used subsequently for analysis. 





Fig. 3. — Glass Separatory Funnel, 2{X)- 
Capacity. 




. COMFORMSTO 

OF CHEMICAL AMALTSIS 
, OFZIHC CHLORIDE 


Standard Methods of 

CHEMICAL ANALYSIS OF ZINC CHLORIDE^ 



A.S.T*M. Designation: D 199-27 
Adopted, 1927.® 

This Standard of the American Society for Testing Materials is issued under 
the lised designation D 199; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, These methods cover the deter- 
mination of the percentages of insoluble 
basic zinc chloride, zinc chloride, and 
iron present in commercial concentrated 
solutions of zinc chloride or in fused or 
granulated zinc chloride, for use in the 
preservative treatment of wood. 

Special Solutions Required 

2. (a) Siandard Ferrocyanide Solution, 
— ^Weigh 43.25 g. of c.p. potassium ferro- 
cyanide and 14 g. of c.p. crystallized 
sodium sulfite, dissolve in water and 
make up to 1 liter at room temperature. 
Shake thoroughly. Standardize against 
a zinc solution of known concentration 
prepared from spelter of known zinc 
content or from c.p. zinc oxide which 
has been previously ignited.' One milli- 
liter of this solution will be equal to 
approximately 0.01 g. of zinc. The 
standardization should be carried out as 
nearly as possible in the same manner as 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-7 on Wood. 

» Prior to adoption as standard, these methods were 
published as tentative from 1924 to 1927.^ Editorially re- 
vised and rearranged in 19i9, 


in the estimation of zinc and approxi- 
mately the same amount of zinc should 
be present. Keep the solution in a dark 
bottle. Shake thoroughly before each 
using and standardize each time it is 
used. 

(5) Uranium Acetate Indicator,— 
solve 4.4 g. of c.p, uranium acetate, free 
from sodium, in 100 ml. of hot water and 
2 ml. of glacial acetic acid. Use this as 
an external indicator on a paraffined 
plate making the drops as nearly 0.05 
mi. as possible. 

(c) Hydrogen Peroxide, — The usual 
laboratory reagent is satisfactory, , if 

fresh, 

(i) Hydrogen Sulfide Holtdion,-~—Th.Q 
usual laboratory reagent is satisfactory. 

Insoluble or Basic Zinc Chloride' 

3. Weigh from 10 to 14 g., of the 
sample, if fused or granulated, from a 
stoppered weighing bottle, 'or place., an 
equivalent quantity, if , a solution, into a 
600-mL be,aker. . . Add co,ld, water to 400 
ml. Stir the contents of the beaker until 
solution is complete. Allow to settle 
over night. , , Filter the solution through 
a 12.5-cm. ■ filter paper which has pre- 
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li viously been .washed, dried, and weighed. 

' Receive the fi,Itrate in a 1000-mL 
j graduated, measuring flask. Clean the 
j beaker with a rubber policeman,, and 
j wash the insoluble matter in the filter 
paper until the filtrate measures 1 liter, 
j Dry the filter paper containing the in- 

I soluble matter over night in an oven 

I heated to 100 C. (212 F.), Cool, and 
j weigh between clipped w^atch glasses, 
j Calculate the increase in w^eight of filter 
I paper to a percentage of the original 
sample.^ Duplicate determinations 
should check within 1.3 per cent. 

Zinc ■ 

4. (a) Volumetric Method (For use 
when manganese chloride does not 
exceed 0.3 per cent.). — Shake the filtrate 
obtained from the estimation of in- 
soluble basic zinc chloride and vrhose 
volume is exactly 1 liter (Section 3), and 
transfer three aliquot portions of 100 
ml. each with an accurate 100-mL 
pipette into 450-ml. Griffin beakers. 
Add to each portion 15 g. of ammonium 
chloride and 5 ml. of HCl (sp. gr. 1.19). 
Dilute to 350 ml. and heat nearly to 
boiling. Titrate slowly, while stirring 
vigorously, using a solution of potassium 
ferrocyanide as the standard reagent and 
uranium acetate as an external indicator. 
Report the average of the results ob- 
tained with the three aliquot portions 
analyzed. 

(5) Volumetric Method (For use when 
the manganese chloride equals or exceeds 
0.3 per cent.). — To the aliquot portions 
taken as described in Paragraph (u), add 
1 ml. of H2O2 (2 to 3 per cent) and 10 ml. 
of NH4OH (1:1). Stand on steam 
bath until settled. Filter off the man- 
ganese, wash the beaker and paper twice 
with hot winter. Dissolve the pre- 
cipitate in the smallest amount of HCl 
(1:1) in the original beaker, heat until 

® A Gooch crucible may be used in place of the weighed 
; filter paper. 


all is dissolved; the volume of the 
solution should be about 20 ml ' Re- 
precipitate the manganese with.! ml of 
H2O2 and 10 ml. of NH4OH, boil, filter, 
and wash several times with hot water. 
Add the filtrate to that obtained in the 
first separation- Add IS ml; of HCl 
(sp. gr. T.19) to the combined ■filtrate' 
and just neutralize with NH4OH (sp. 
gr. 0.90), then add 5 ml of HCl in 
excess. Dilute to 325 ml. and add 25 
ml of saturated hydrogen sulfide water 
to remove any traces of H2O2, heat and 
titrate as described in Paragraph (a). 

(r) Gravimetric Method (Alternate 
method, for use when only a limited 
amount of work is necessary.). — Shake 
the filtrate obtained from the estimation 
of insoluble basic zinc chloride and w^hose 
volume is exactly 1 liter (Section 3), and 
transfer three aliquot portions of 200 
ml each with an accurate pipette 
to 450-ml. Griffin beakers. Add to 
each 4 ml. of c.p. H2SO4 (sp. gr. 1.84). 
Evaporate on a steam bath; then on a 
steam plate or hot plate to copious SO3 
fumes, to completely eliminate chlorides. 
Cool, and take up in 100 ml of hot 
distilled water. Add 0.5 g. of aluminum 
powder. Cover with a watch glass. 
Heat to boiling and boil 5 min. Filter 
through an 1 1-cm. filter paper. Receive 
the filtrate in a covered lOOO-ml. 
Griffin beaker. Wash the beaker and 
filter thoroughly with hot w^'ater until a 
drop of methyl orange indicator placed 
behind the double fold of filter paper 
shows no acidity. Exactly neutralize 
the filtrate with diluted NH4OH. Use 
great care and precision, and carry the 
neutralization just to the end point. 

Add 10 ml of 0.1 N H2SO4 (3 ml of 
c.p. H2SO4 (sp. gr. 1.84) in 1000 ml of 
water). Dilute to 650 ml Cover the 
beaker, and bubble through the solution 
a rapid stream of H2S for 30 min. to 
1 hr. at room temperature. 

Settle and^, filter, through :a double 
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fiiter of one 15-cm. .and one ll-cm. 
paper‘d folded togethe,r. Transfer the 
precipitate to tlie, fiiter paper. Thor- 
ongliiy dean the beaker, with a rubber 
policeman until the zinc sulfide is all 
removed except a very thin film w^hich 
clings tenaciously to the, glass at the 
surface of the liquid. Thoroughly wash 
the beaker and' precipitate: at room 
temperature with water saturated with 
hydrogen sulfide. Repeat washing of 
filter paper j and precipitate five or six 
ti.mes. Transfer ' paper and precipitate 
to an ignitedj ; cooled, desiccated,' and' 
weighed porcelain crucible of suitable 
capacity (about 25 to 30 m.L) . Carefully 
dry the paper and precipitate and when 
dry completely burn ofi the paper at as 
low a temperature as possible. When 
carbon has been completely burned out, 
ignite the resultant oxide of zinc strongly 
to as high a temperature as is available, 
but not higher than can be attained with 
a laboratory blast lamp mth the aid of 
gas and air. Heat for 30 min. After 
strong ignition, cool the crucible, desic- 
cate, and weigh. The increase in wreight 
is zinc oxide. The weight of the zinc 


oxide ' multiplied by the factor 1.6749,. 
multiplied by 100, divided by the vreight 
of sample in the aliquot portion taken, 
equals the, percentages of .zinc chloride.. 

• Report the average of the results 
obtained with the three aliquot portions 
analyzed. Results should agree within 
1.5 per cent. 

Estimation of Iron and Alumintmi 

5. Weigh 10 g. of the sam.ple, if fused 
or granulated, or place an equivalent 
quantity, if a solution, .into a suitable 
beaker and dissolve in lOO.mL of' water 
or dilute to 100 ml, if a solution. Add 
sufficient HCl to dissolve any basic zinc 
chloride. Add a slight excess of bromine 
water and boil off excess. Neutralize 
with a weak solution of sodium car- 
bonate until a permanent precipitate of 
zinc carbonate is obtained. Add three 
drops of glacial acetic acid and 2 g. of 
sodium acetate, and boil. Filter and 
wash. Redissolve the precipitate in the 
original beaker with hot HCl (1:1). 
Reprecipitate the iron and alumina with 
a slight excess of NH4OH, filter, and 
wash free from chlorine. Ignite In a 
platinum crucible and w’-eigh as ' FegOs 
-f- AhOs* 


'Asfaless paper should be used. 


Standard Definitions of 
TERMS RELATING TO TIMBER PRESERVATIVES^ 



A.S.T.M. Designation: D 324 “ 41 
Adopted, 1933; Revised, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 324; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Coal Tar. — Tar produced by the destructive 
distillation of bituminous coal. 

Coke-Oven Tar. — Coal tar produced in 
by-product coke ovens in the manufacture 
of coke from bituminous coal. 

Creosote (Creosote Oil, Creosote Distil- 
late) , — As used in wood preservation, a 
distillate of coal tar produced by high-tem- 
perature carbonization of bituminous coal ; 
it consists principally of liquid and solid 
aromatic hydrocarbons, and contains 
appreciable quantities of tar acids and tar 


i Under the standardization {procedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Committee D-7 on Wood, 

® Prior to adoption as standard, these definitions were 
published as tentative from 1930 to 1933, being revised in 
1933. , 


bases; it is heavier than water; and has a 
continuous boiling range of at least 125 C. 
beginning at about 200 C. 

Creosote - Coal Tar Solution. — Solution' of 
coal tar in creosote in various propor- 
tions. Usually contains 20 to 40 per 
cent of coal tar. 

Creosote Distillate. — See Creosote. 

Creosote Oil. — See Creosote. 

Gas-House Coal Tar. — Coal tar produced 
in gas-house retorts in the manufacture 
of illuminating gas from bituminous coal. 

Water-Gas Tar. — Tar produced in the man- 
ufacture of carbureted water gas by the 
decomposition of petroleum, oil by heat in 
the presence of blue gas. 
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Standard Speciji cations for 
ZINC OXIDE* 



A.S.T.M. Designation: D 79-44 

AdopteDj 1924; Revised, 1939, 1941, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 79; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ments commercially known as ‘^zinc 
white” or zinc oxide. The pigment 
may be purchased in the dry form or as 
a paste in oil. 

Composition and Properties 
1, {a) Dry Pigment — ^The pigment 
shal be zinc oxide of either the American 
process type or the French process type. 
The type desired shall be stated in the 
order. The pigment shall conform to 
the following requirements: 

American French 
Process Process 
Type Type 

Zinc oxide, min., per cent ... 98 99 

Total sulfur, max., per cent .0.2 0.1 

Moisture and other volatile 
matter, max., per cent. ..O.S . 0.5 

Total impurities, including 
moisture and other volatile 
matter, max., per cent, . 2.0 1.0 

Coarse particles, (total resi- 
due retained on a No. 325 
(44-micron) sieve),, max.,, 
per cent. ... 1.0' t.O" 

^ .Under the standardisation procedtire of the Society, 
these specifications are, tinder the, jurisdiction of the 
A.S.T.M, Committee B-l on Paint, Varnish, Lacquer, and 
Related Products. 

• Prior to adoption as standard, these specifications 
were published as tentative from 1921 to 1924, being re- 
vised m 1924. ., 


(b) Paste in OiL — The paste shall be 
made by thoroughly grinding the speci- 
fied pigment with linseed oil. As re- 
ceived it shall not be caked in the con- 
tainer and shall break up readily in oil 
to form a smooth paint of brushing 
consistency. The paste shall conform 
to the following requirements: 


Pigment, per cent. 80 to 86 

Linseed oil, per cent 14 to 20 

Moisture and other volatile matter, 

max., per cent 0,5 

Coarse particles and skins (total resi- 
due retained on a No. 325 (44- 
micron) sieve), max., per cent of the 
dry pigment. .... 1.5 


(c) In such physical properties as , are 
specified by the purchaser, the pigment 
shall satisfactorily match a reference 
sample mutually agreed upon ,. by., the 
purchaser and the seller. In the event 
that either an acicular type or. a nodular 
(spherical) type of zinc oxide is, desired, 
the particle shape shall be determined by 
examining or photographing, microscopic 
mounts .(ITOOX or more) of' the sample 
and the mutually agreed upon standard. 
,which., are to be prepared as specified in 
the Tentative, Me,thod of Test for Par- 
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tide Size Distribution of Subsieve Size 
Particulate Substances (A.S.T.M, Desig- 
nation: E 20)..® 

Ninnber of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other 
unit of production- in a shipment. When 
no markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


10, (WO .lb. two sa.mples„ shall be ta.ken. 
At the option of the purchaser,, the 
samples may be tested separately , or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall be conducted in ac- 
cordance with the appropriate methods 
of the American Society for Testing 
Materials, where applicable. Test pro- 
cedures not covered by A.S.T.M. meth- 
ods shall be mutually agreed upon by 
the purchaser and the seller. 


Standard Specifications for 
LEADED ZINC OXIDE‘ 



A.S.T.M* Designation: D 80 - 41 
Adopted, 1924; Revised, 1940, 1941.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 80; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as leaded 
zinc oxide. The pigment may be pur- 
chased in the dry form or as a paste 
in oil. 

Composition and Properties ' 

2. (a) Dry Figment , — ^The pigment 
shall consist of zinc oxide and normal 
or basic lead sulfate, and shall conform 
to the following requirements: . 

35 per cent 


Leaded 

Zinc oxide, per cent 62 to 67 

Matter soluble in water, max., per 

■ cent.' 1.0« 

Moisture and other volatile matter, 

mas,, per cent.' 0.5* 

Total impurities, including moisture 
and other voiatie matter, max., 


Norma! or basic lead sulfate . . . . . , . remainder 
Coarse particles (total residue re- 
tained on a No. 325 (44-micron) 
sieve), max., per cent. 1.0* 


* These specification limits and the permissible vari- 
ation for zinc oxide content (plus 2 and minus 3. per cent, 
based on the percentage of zmc oxide claimed) apply to 
any other combination of zinc oxide and normal or basic 
lead sulfate that is agreed upon by the purchaser and the 
seller.' . 

(b) Paste in Oil — The paste shall be 


a dispersion of the specified pigment in 
linseed oil. As received it shall not be 
caked in the container and shall break 
up readily in oil to form a smooth paint 
of brushing consistency. It shall mix 
readily in all proportions, without curd- 
ling, with linseed oil, turpentine, or 
volatile petroleum spirits, or any mix- 
ture of these substances. The paste 
shall , conform to the following require- 
ments: 

35 per cent 


■ ■ Leaded* 

Pigment, per cent. 81 to 87 

Linseed oil, per cent 13 to 19 

Moisture and other volatile mat- 
ter, max., per cent. 0.5 

Coarse particles and skins (total 
residue retained on a No, 325 . 

(44-micron) sieve), max., ' per ,■ 
cent of the dry pigment. ...... , . 1.5, 


* These specification limits may also apply .toany.otiier 
combination of aiac oxide and normal or basic lead, sulfate 
that is agreed .upon by the .purchaser and the seller. 


■ 1 Under the standardization proced,ure,.of the' Society, 
these specifications .are. under ..the jurisdiction of .the' 
A.S,T.M. Committee D-i' on , Paint, Varnish, Lacquer, 
and Related Products. . 

* Prior to adoption as standard, these specifications 
were published as tentative from 1921 to 1924, being re- 
vised ■ in '1924, ' 
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(c) In such physical properties as are 
specified by, the purchasers the' pigment 
^al satisfactorily match a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

Humber of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other unit 
of production in a shipment. ■ When no 
markings distinguishing between units 
of production , appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 


10,000 lb. two samples shall be taken. 
At the option of, the. purchaser, the 
samples may be tested separately or 
after blending , in equal quantities the 
samples from the same production unit 
to form a composite sample. 

■Methods ' of Testing 

4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing, Ma- 
terials, where , applicable. ' Test pro- 
cedures, not covered by A.S.T.M. meth- 
ods shall be mutually agreed upon, by 
the purchaser and the seller. 


Standard Specifications for 
ZINC SULFIDE PIGMENTS^ 



A.S,T,M. Designation: D 477 - 45 

Adopted, 1939; Revised, 1941, 1945.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D477; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover zinc sul- 
fide pigments, as follows: 

Zinc Sulfide, commercially pure. 


pigment consisting of zinc sulfide and 
barium sulfate as indicated in Table I. 

Zinc Sulfide - Magnesium Figment, 
a pigment consisting of zinc sulfide 


TABLE I.-REQUIREMENTS FOR COMPOSITION. 



Zinc 

Sulfide 

Zinc Sulfide - 
Barium 
Pigment 

Zinc Sulfide - 
Magnesium 
Pigment 

Lithopone 

Titanated 

Lithopone 

Zinc sulfide, min., per cent 

97.0 

45.0 

45.0 

26.0 


Zinc oxide, max., per cent 

1.0 

1.0 

1.0 

1.0 

!,0 

Zinc sulfide plus titanium dioxide, min., 
per cent 





35.0 

Titanium dioxide, min., per cent 





13.0 

Alumina, max., per cent 



5.S 



Matter soluble in water, max., per cent. . . 
Moisture and other volatile matter, max., 
per cent., 

i.5 

0.8 

1.0 

0.8 

6.8 

0,5 

0.5 

1.0 

0.5 

0.5 

B.ariura sulfate, min 


95 per cent of 


95 per cent of 

95 per cent of 

Magnesium silicates, with or without 
added micaceous silicates, min 


remainder 

95 per cent of 

remainder 

remainder 

Coarse -particles: 

. Total residue retained on a No. 100 (149- 
■ , micron) sieve, max., per cent 



remainder 

0.1 



Total res.idue retained on a No. 325 
(44-mkron) sieve, max,, per cent ' 

1,0 

1.0 

3.0 

1.0 , 

1.0 


Zinc Sulfide • Barium Pigment, a 


■ 1 Undw^the standardization procedure of the Society, 
thesC' specifications are under the jurisdiction of the 
A.S.T.M. .Committee. D-i on Paint, Varnish, Lacquer, 
and .Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1938 to 1939. . 

These specifications comprise a consolidation and 
revision of the former Standard Specifications for 
Lithopone (D 208 - 26) , Zinc Sulfide-Barium Pigment 
(D 385^ - 36), Zinc Sulfide {D 386 - 36), and the 
Tentative Specifications for Zinc Sulfide Magnesium 
Pigment. (D 443 - 37 T) which were accordingly discon- 
tinued in 1939. 


and magnesium silicates with or 
without added micaceous silicates, 

■ Lithopone, a pigment consisting of 
zinc sulfide and. barium .sulfate in 
approximately molecular ratio.. 

Titanated Litkopone,. a pigment con- 
sisting of zinc sulfide, titanium diox- 
ide, and barium sulfate. ■■ 


866 



867 


SpEcmcAtiONS toR &MC Sulfide Pigments (D 477 - 45) 


Cofliffisition and Properties 

2. (a) The pigments shall conform 
to the requirements for composition 
prescribed in Table I. 

(S) In such physical properties as 
I are specified by the purchaser, the 
pigment shall satisfactorily match a 
I reference sample mutually agreed upon 

I by the purchaser and the seller. 

I Number of Tests 

( 

J 3. Two samples shall be taken at 
\ random from diflierent packages from 

each lot, batch, day’s pack, or other 
unit of production in a shipment. When 
no markings distinguishing between units 
of production appear, samples shall be 


taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. T^ts shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where applicable. Test proce- 
dures not covered by A.S.T.M. methods 
shall be mutually agreed upon by the 
purchaser and the seller. 



' APPROVED AS ' 

■ AMEMCAH STAWDARD . 
m TEE AMEMCAH STAKDARDS ASSOCIATION 
ASA NO.: K23. 1-1943. , 

AMERICAN ASSOCIATION STATE 
HIGHWAY, OFFICIALS STANDARD 
A.A.S.H.O. NO,.: M 122-45 


Standard Specifications for 

BASIC CARBONATE WHITE LEAD^ 



A^S.T.M. DasIgEatlon: B81-43 
: Adopted, 1924; Revised, 4931, 193^ 1938,1941, 1943.® 

Tli,is Standard of tiie American, Society for Testing Materials is issued under 
tlie fixed designation ,D 81; the final number indicates the year of original 
adoption, as, standard or,' In the case of revision, the year of last revision. 


Scope 

1. These specifications cover the ma- 
terial comniercially known as basic car- 
bonate white lead, used as a pigment and 
in putty. The pigment may be pur- 
chased in ,the dry, form or as a paste 
In oil. . 


(&). Faste in Oil.—The . paste shall , be 
made by thoroughly grinding the speci- 
fied pigment with linseed oil. : The paste 
shall not be caked in the container and 
shall break up readily in oil to form a 
smooth , paint of brushing consistency. 
The paste shall conform to the following' 
requirements: 


Composition .and Properties 

2 ., (a) Dry ■ PigmenL-— The pigment 
shall be, free, from adulterants, and' shall 
contain not more than traces of impuri- 
ties „ incident to well-controlled ■ manu- 
facture' of high-grade basic carbonate 
white lead. The pigment shall conform 
to the, folio wing,, requirements: - 


Lead carbonate, per cent ,62.0 to 75.0 

Moisture and other volatile mat- . " ■ 

ter, max,, per cent . .0.7- 

Total other impurities, .max,, . 

percent „■ 1.0 '. 

Coarse particles (total ,Tesidue ' 
retained on a No. 325: (44-, ■ 
micron) sieve), max., per cent. . ,■, , , , , 1 ,0 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction . of thie 
A.S.T.M. Committee D-l on Paint, Yarnish, Lacquer, 
and Related Products, 

* Prior to adoption as standard, these specifications 
were published as tentative from 1921 to 1924, being re- 
vised in 1924. 


Pigment, min., per cent. ,.. 89.0 

Linseed oil, max.,, per cent. , 11 

Moisture and other, volatile matter, max,, 

, percent. ... ..... 0.7 

Coarse pa,rtlcles ,and skins (total, residue 
retained on a No. ,325 , (,44-micron) 
sieve), m,ax,,, per cent, of the 'dry pig- 
ment.,.,. ...... . ... , 1.5 


(c) Semipaste Containing Volatile 
Thinner . — -The semipaste shall be, made 
by thoroughly grinding the specified pig- 
ment with a mixture, of linseed, oil and, a, 
small amount of volatile thinner. The 
semipaste shall not be caked in the con- 
tainer and shall be readily , stirred to a 
uniform mixture which, shall mix, readily 
with oil, turpentine, , or volatile petroleum 
spirits' to forma smooth paint of brushing 
consistency. The odor of the semipaste, 
as taken from the container, while drying 
or after drying, shall be not abnormally 
pungent , or 'disagreeable. The semi- 
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paste shall conform to the following re- 
quirements: 


Pigmeatj min.j. per cent. B7,S 

Linseed oil, max., per cent. 10.5 

Moisture and otter volatile mat- 
ter®, per cent. 1.5 to3.0 

Moisture, max., per cent 0^ . 7- 

Coarse particles and skins (total 
residue retained on a No. 325 
(44-micron) sieve), max., per 
' cent of, the dry pigment 1.5 ' 


® Tlie , volatile matter siiall be turpentine, volatile 
petroleum spirits, or any mixture tbereof, 

(d) The color and color strength, when 
specified, shall be equal to that of a ref- 
erence sample mutually agreed upon by 
the purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 


production in a' shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the ratio 
of two samples for each 10,000 lbs., ex- 
cept that, for' shipments of less than 
10,000 lb. two :samples shall be taken.. 
At the option of the purchaser, , the 
samples may be tested separately., or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing . 

4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testi,ng Ma- 
terials, where applicable. Test pro- 
cedures not covered by A.S.T.M'. meth- 
ods shall be mutually agreed upon by 
the purchaser and the seller. 


APPROVED AS, ■ 

AMERICAN STANDARD, ^ 

BT- THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: K47.1~194S „ 

AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDAR,D 
A.A.S.H.O. NO.: M 123-45 



Stafidard Specijications Jor 
BASIC SULFATE WHITE LEAD> 



A.S.T.M. Designation: D 82 - 44 

Adopted, 1944.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 82; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover the pig- 
ment commercially known as basic sul- 
fate white lead. The pigment may be 
purchased in the dry form or as a paste 
in oil. 

Composition and Properties 

2. {a} Dry Pigment. — The pigment 
shall conform to the following require- 
ments: 


Lead oxide, per cent 15 . 0 to 28 . 0 

Zinc oxide, max., per cent. 5.0 

Total impurities, including mois- 
ture and other volatile matter, 

m.ax., per cent 1.0 

Lead sulfate remainder 

Coarse particles (total residue 
„ retained on a ,No. 325 (44- 
mlcron) sieve), , max., per cent. 1.0 ,' 


(6) Paste in OIL — -The paste shall be 
made by thoroughly grinding the speci- 
fied pigment with linseed oil "The paste 

1 Under tbe standardization procedure of tbe Society, 
these specifications , are under the jurisdiction of, the 
A.S.T.M, Committee D-1 on Paint, Varnisii,, Xac.<iner, 
and Related Products. 

® Prior to adoption as standard, these -specifications 
were published as tentative from 1921. to ,1924, bcinK 
revised in 1924. They were adopted in 1924, published, 
as standard from 1924 to 1942, being revised in 1938 and 
1941, but withdrawn, revised, and republished as ' tenta- 
tive in 1942. 


as received shall not be caked in the con- 
tainer and shall break up readily in oil 
to form a smooth paint of brushing con- 
sistency. It shall mix readily in all pro- 
portions, without curdling, with linseed 
oil, turpentine, or volatile petroleum 
spirits, or any mixture of these sub- 
stances. The paste shall conform to the 
following requirements: 


Pigment, min., per cent 84.0 

Linseed oil, max,, per cent 16.0 

Moisture and other volatile matter, max., 

percent 0.7 

Coarse particles and skins (total residue 
retained on a ' No. 325 (44-micron) 
sieve), max., per cent of the dry pig- 
ment 1.5 


(c) The color and color strength, when 
specified, shall be equal to that of a ref- 
erence sample mutually agreed upon by 
the purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at 
random from d.ifferent packages from 
each lot, batch, day’s : pack, or : other 
unit of production in a shipment. . When 
no markings distinguishing between units 
of production: appear, samples shah be 
taken fro,m\ different packages in , the 
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ratio of two 'samples for each 10,000 ib., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of , the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to; form a composite sample. 


Methods of Test 

■ 4. Tests shaE be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Ma- 
terials, where applicable. Test pro- 
cedures not covered by A.S:T,M. meth- 
ods shall be mutually agreed upon by 
the purchaser and the seller. ' 




Standard Specifications for 
LEAD TITANATE* 



A.S.T*M, Designation: D 606 “ 42 
Adopted, 1942.^ 

Tills Stardard of' tl:e Air.encan Society for Testlog Materials is issued imder 
tlie fixed designation I) CCfi; the final number indicates the year of original 
adcpticn as standard .or, in the case of revision, the year of last revision. 


Scope 

1, These specifications cover the pig- 
ment commercially known as lead titan- 
ate. 

Composition and Properties 

2. (a) The pigment shall consist of 
lead titanate with a minor amount of 
lead sulfate, and shall conform to the 
foEowing requirements: 

Lead titanate (PbTiOa), min., per cent 88.0 

Lead sulfate (PbSOd, max., per cent. ...... 9.0 

Lead monoxide (PbO), uncombined, max., per . 

cent,.. 1.0 

Total titanium calculated as TiOs, min., per cent.', 23,0 
Titanium dioxide (TiOa} , uncombined, max., percent 3.0 

Matter solublein water, max., per cent 1.5 

Moisture and other volatile matter, max., per cent. 0.5 
Coarse particles (total residue retained on a No. 325 
(44’microB) sieve), max., per cent. 1.0 

(&) In such physical properties as are ■ 
specified by the purchaser, the pigment 
shall satisfactorily match a reference 
sample mutually agreed upon by, the 
purchaser and the seller. 

t Under Oie standardization procedure of the Society, 
these specifications are under the . jurisdiction of the 
A.S.T.M, Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. . ' ^ 

3 Prior to adoption as standard, these specifications 
were published as tentative from 1941 to 1942. 


Number of Tests 

3. Two samples shall be taken at ran- 
rom from different packages from each 
lot, batch, day’s pack,, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be tested separately or 
after blending in ■ equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall be conducted. in accord- 
ance with the appropriate methods of 
the American Society for Testing . Ma- 
terials, where applicable. Test proce- 
•dures not covered, by A.S.T.M. methods 
shall be .mutually agreed upon by the 
purchaser and the seller. .. 
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APPROfll) AS 
AMERICAN STANDARD 

BY tun AMERICAN STANDARDS ASSOCIAtlOH 
ASA NO.: K454941 


Standard Specifications fior 
TITANroM DIOXIDE PIGMENTS* 

A.S.T.M. Designation : D 476 - 41 

Adopted, 1939; Revised, 1941.2 

This Standard of the' American Society for Testing Materials is issued under 
the fixed designation D 476; the final number indicates the year of original 
adoption as standard or, in the ease of revision, the year of last revision. 





I 



Scope Titanium-Calcium Pigment ^ a pig- 

1. These specifications^ cover titanium consisting of titanium dioxide 

dioxide pigments, as foUows: anhydrous calcium sulfate. 

Titanium dioxide, commercially TUanium-Magnesium Pigment, 
pure. pigment consisting of titanium dioxide 

TABLE I.-REQUIREMENTS FOR COMPOSITION. 



Titanium 

Dioxide 

Titanium Barium Pigment 

Titanium 

Calcium 

Titanium 


Pigment 

Class A 

Class B 

Pigment ■ 

Pigment 

Titanium dioxide, min., per cent 

97.0 

28.0 

24.0 

2S.0 

28.0 

Alumina, max., per cent 

Matter soluble in water, max., per cent. . . 

‘i!s 

1.5 

l.S 

7.5 

Moisture and other volatile matter, max., 






per cent 

0.5 

O.S 

0.5 

O.S 

1.0 ^ 

Barium sulfate, min 

Anhydrous, calcium sulfate, rain 


98 per cent of 
remainder 

98 per cent of 
remainder 

98 per cent of 
remainder 


Magnesium .and aluminum silicates, min. . 

1 



1 

98 per cent .of 
remainder 

.Coarse . particles (total residue retained 
on a No. 3.25 '(44-micron) sieve), max.. 





percent 

1.0 

1.0 

1.0 

1.0 

2.0' 


Titanium- Barium Pigment, a pig- and magnesium silicates with or with- 

ment consisting, of titanium dioxide out added micaceous silicates, ' 

and barium sulfate. ' 


i Under the standardization procedure of the Society, 
these specifications arc under the jurisdiction .of the 
A.S.T.M. Committee D-1 on' Paint, Varnish, Lacquer, 
.and Related Products, 

* Prior to adoption as standard, these specifications 
were published as tentative from 193S. to 1939, being re-- 
vised m 1939. 

These specifications are in effect, a revision and con- 
solidation of, and replac..^ the former Standard Specifications, 
for I'itanium Barium Pigment fD 382 ■* 35), Titanium Caki- 
nm Pigment CD 383 - 35), Titanium. Dioxide (D 384 - 36), 
and the Tentative Specifications for Titanium Magnesium, 
Pigment m 442 - 37 T) which were accordingly discon- 
tinued in 1939. 

3 A tentitive revision of this standard has been issued 
in the iorraofthe Tentitive Specifications for Titanium 
Dioxide Pigments (A.S.T.M. Designation: D 476 ’-46T), 
seep. 1538. 


Composition and. Properties 

2. {a) The pigments shall conform 
to the requirements for composition 
prescribed in Table 1. 

(^).In 'Such physical properties as 
are specified by the purchaser, the pig- 
ment shall satisfactorily match a refer- 
ence sample mutually agreed upon by 
the purchaser and the seller. 


I 
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Specikcations por .TiTANroM' Dioxide Pigments' (D 476 ”» 41)^ 


/Mimlief of Tests ' ' , 

.,.3., Two samples shall be taken at 
random, . from different packages from 
each . lot^ batchj day^s pack, or other 
unit of production in a shipment. Tidien 
no markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
iOjOCX) lb. ■ t-wo samples shall be taken. 
At the option of the purchaser, the 


samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite, sample. 

Methods of Testing 
4. Tests shall be conducted, in accord- 
ance with the appropriate methods of. 
the Am,erican Society for Testing M,ate- 
rials, where applicable. Test procedures 
not co'vered by A.S.T.M. methods shall 
be mutually agreed upon by, the pur-*, 
chaser and the seller. 


Standard Specijications for 
BARIUM SULFATE PIGMENTS* 



A.S.T.M. Desipiatioji: D 602 - 42 
Adopted, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 602; the final number indicates tlie year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the ba- 
rium sulfate pigments commercially 
known as barytes and blanc fijce. 

Composition and Properties 

2. (a) The pigment shall consist of 
barium sulfate (BaS 04 ) without any 
admixture of other materials in the case 
of blanc fixe, and without any admix- 
ture of other materials not naturally oc- 
curring in the barite ore in the case of 
barytes, and which conform to the fol- 
lowing requirements: 


Barytes 

Bianc Fixe 

Barium sulfate, min., per cent. . . 

94.0 

97.0 

Ferric oxide, max., per cent. .... 

0,.05 

0.02 

pH, min 

Matter .soluble in water, max., 

3.5 

3.5 

percent..., ' 

Moisture and other volatile 

0.2 

0.2 

m.atter, max., per cent — .... 
Coarse particles (total residue re- 
tained on ..a No. 325 (44-mkron). 

0.5 

0.5 

sieve), max.,: per cent. 

Free silica (quartz, e.lays, or 
other foreign materials), max., 

0.5 

0.5 

percent. 

2.0 

2.0 


. (b) In such physical ; properties as are 
specified by: the purchaser, the pigment 


the standardization procedure of, the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. . . 

Prior to adoption ^ as standard, these specifications' 
were published as tentative from 1941 „to 1942. ^ 


shall satisfactorily match a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3, Two samples shall be taken at ran- 
rom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb*, 
except that for shipments of less than 
10,000 lb. two samples shall be' taken. 
At the , option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from' the same production unit 
to form a composite sample. 

Methods of Testing, 

4. Tests shall bc' conducted in accord- 
ance with the appropriate methods of 
the American Society for. Testing Ma- 
terials, where applicable. Test proce- 
dures not covered by A.S.T.M. methods 
shall be mutually ' agreed,: upon by the 
. purchaser and the seller. ' 
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ALUMINUM SILICATE PIGMENT’ 



A.S.T.M. Designatioii: D 603 -■ 42 
Adopted, 1942.® 

Hiis Standard of the American Society for Testing Materials is issued ursder 
the fixed designation D 603; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, These specifications cover the alu- 
minum silicate pigment commercially 
known as china clay. 

Composition and Properties 

2. (o) The pigment shall be made by 
dry grinding and air floating, or by wet 
grinding a natural aluminum silicate ob- 
tained by underground mining, and shall 
conform to the following requirements: 

Silicon dioxide, per cent 43.0 to 47.0 

Alumintun oxide, per cent 37 . 0 to 40 . 0 

Loss on ignition, per ccnt^ 10.0 to 15.0 

Moisture and other volatile matter, max., 

per cent 1.0 

Coarse particles (total residue retained on a 
No. 325 (44-microa) sieve), max., per 
cent 2.0 

(i) The color shall be equal to that of 
a reference sample mutually agreed upon 
by: tile purchaser and, the seller. 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of' the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

*P»or^to adoption as standard, these specifications, 
were published as tentative from 1941 to 19^2. 


Kumber of Tests 

3. Two samples shall be taken at ran- 
rom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 Ib. two samples shall be taken. 
At the option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall bC' conducted in accord- 
ance with' the appropriate, methods of 
the American Society for Testing Mate- 
.rials, where applicable. .Test procedures 
not covered by A.S.T.M,. .methods shall 
be mutually agreed, upon, by the pur- ^ 
chaser. a.nd the seller. 
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Standard Specifications for 
DIATOMACEOUS SILICA PIGMENT* 



A^S.T.M. Besigaatioii: B 604 - 42 


Adopted, 1942.^ 

This Standard of the American Society for Testing Materials is Issued iinder 
the fixed designation D 604; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover two types 
of diatomaceoiis silica pigments for use 
in paints: 

Type A . — Standard fineness for 
general paint use. 

Type B , — Extra fine, for special 
uses. 

Note. — S ilica pigments originating from crys- 
talline rocks or sands are not covered by these 
specifications. 

Composition and Properties 

2. (a) The pigment shall be a diatoma- 
ceous silica especially manufactured and 
selected for use in paints by chemical, 
heat, and grading processes, and shall 
conform to the following requirements: 

Loss, on ignition, mas., per cent 1.0 

Matter soluble in HCI (1:2), max., per cent... 3.0 
Moisture and other volatile matter, max., 

per cent. 1.0 

Volume of settling-pigment in petroleum spirits 
after 1 hr., in.iii., ml.: 

Type A..... ' .35 

Type B 25 

Coarse particles (total res.idue retained on aNo. 

325 (44-m.icron) sieve), per cent: 

Type A 5.0 to 15.0 

Type B..... 1.0 max.' 


i Under the standardization procedure ojf the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee 1)4 on Paint, Varnish, Lacquer, and 
Related Products. _ 

* Prior to adoption as standard, these specifications 
were published as tentative irom 1941 to 1942. 


(b) The color shall be equal to that 
of a reference sample mutually agreed 
upon by the purchaser and the seller. 

Kumber of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shaE be 
taken from different packages in the 
ratio of two samples for each lOjOCX) 
lb., except that for shipments of less 
than 10,000 lb. two samples shaE be 
taken. At the option of the purchaser, 
the samples may be t^ted separately 
or after blending in equal quantiti^ the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

■ 4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where applicable. Test procedures 
not covered by A.S.T.M. methods shaE 
be mutually agreed upon by the pur- 
chaser and the seEer. 
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Standard Specifications fior 
MAGNESIUM SILICATE PIGMENT' 



A.S.T.M. Designation; D 605-42 
Adopted, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the feed designation D 605; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover the mag- 
nesium silicate pigments available com- 
mercially in both fibrous and granular 
form. 

Composition and Properties 

2. (a) The pigment shall be made by 
grinding natural magnesium silicate ob- 
tained by underground mining, and 
shall conform to the following require- 
ments: 


Silicon dioxide, per cent, 40.0 to 56,0 

Magnssium oxide, per cent 20.0 to 32.0 

Loss on ignition, per cent 4.0 to 7.0 

Moisture and other volatile matter,' max.,, 

per, cent — ■ 1.0 , 

Coarse particles (total residue retained on a 
No. 325 (44'micron) sieve), max., per 
cent 2.0 


(5) The color shall be equal to that of 
a reference sample mutually agreed upon 
by the purchaser and the seller. , , 

s Under the standardization procedure of the Society, 
these speciheatipas are under the jurisdiction of the 
A.S.T.M. Committee B-l on Paint, Varnish, Lacquer, and 
Related Products. ^ 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1941 to 1942, being 
revised. In 1942. , 


Number of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 
lb., except that for shipments of less 
than 10,000 lb. two samples shall be 
taken. At the option of the purchaser, 
the samples may be tested separately 
or after blending In equal quantities the 
samples from the same production unit' 
to form a composite sample. 

Methods of Testing 

' . 4. Tests shall be conducted in' accord- 
ance, with ,the appropriate: , methods of 
the American Society for Testing Mate- 
rials, where applicable. ' Test procedures 
'not.. covered by A,S.T.M. methods shall 
;be mutually agreed,: upon by the pur- 
chaser and the seller. 
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Standard Specifications for 
MICA PIGMENT* 



A.S.T.M. Designation: D 607 - 42 

Adopted, 1942.^ 

This Standard of the American. Society for Testing Materials Is Issued under 
the fixed designation D 607 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover the finely 
divided mica commercially known as 
pigment mica, suitable for use in the 
manufacture of protective coatings. 

Composition and Properties 

2. {a) The pigment shall be made by 
wet grinding muscovite mica, and shall 
conform to the following requirements: 


Apparent density, max., lb. per cu. ft 10.0 

Moisture and other volatile matter, max., per cent, . . 0.5 

Grit, max., per cent 0.15 

Coarse particles, max., per cent; 

Total residue retained on a No. 140 (105-micron) 

sieve 0,1 

Total residue retained on a No. 325 (44-micron) 
sieve. 7.0 


(5) The color shall be equal to that of 
a reference sample mutually agreed upon 
by the purchaser and the seller. 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Warnish, Lacquer, and 
Related Products. , ’ 

“Prior to .adoption as standard, these specifications 
were .published as tentative from 1941 to 1942. 


Number of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 
lb., except that for shipments of less 
than 10,000 lb. two samples shall be 
taken. At the option of the purchaser, 
the samples may be tested separately 
or after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. .Tests shall be conducted in accord- 
ance with the appropriate methods of the 
American Society for Testing: Materials, 
where applicable. Test procedures ..not 
covered by A.S.T.M. methods shall he 
mutually agreed upon by the purchaser 
and the seller. 
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API»EO¥EDAS 
AMERICAN STAKDAMB ^ ■ 

THE AMERICAN STAWDARBS ASSOCIATIOl 
ASA KO.; K2&-m6 ■ 


Standard Sp eciji cations for 
LAMPBLACK^ 



A.S*T.M. Designatfon: D 209 46 

Adopted, 1926; Revised, 1930, 1941, 19463 

THs Standard ol the American Society for Testing Materials is issued; under 
the fixed designation D 209; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as lamp- 
black, The pigment may be purchased 
in the dry form or as a paste in oil or in 
japan. 

Composition and Properties 

1, (a) Dry Figment — The pigment 
shall be made by burning oils or tars in 
such a manner as to form a deposit of 
carbon or soot. It shall be high grade 
in every respect and shall be free from 
oil, greasy matter, and admixture of 
any other substance. The pigment 
shall conform to the following require- 
ments: 

Ash, max., per cent 1.0 

Acetone extract, max., per cent 2.0' 

Moisture and other volatile matter, max., 

percent ■ 3.0 

Coarse particles, (total residue retained on 
a No. 325 {44-micron) sieve), max., 

percent , '1.0 

Tone when diluted with zinc 
oxide . clear-blue-gray 

{h) Paste , in Oil.-*— The paste in oil 
shall be made by thoroughly grinding 

^ Under tlie standard iation procedure, of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee B-t on Paint, Varnish, Eacquer,- 
and Related Products, ■ 

* Prior to adoption as standard, ' these specifications 
were wiblished as tentative from 1925 to 1926, bein.g re- 
vised In 192^. ■ 


the specified pigment with linseed oil. 
As received it shall not be caked in the 
container and shall break up readily in 
oil to form a smooth paint of brushing 
consistency. It shall mix readily in 
all proportions, without curdling, with 
linseed oil, turpentine, or volatile petro- 
leum spirits, or any mixture of these 
substances. The paste shall conform 
to the following requirements: 


Pigment, min., per cent. ............... 25 

Linseed oil, max., per cent . 75 

Moisture and ' other volatile matter, max., 


Coarse particles and skins (total residue 
retained on a No. 325 (44-micron) sieve), 
max., per cent of the dry pigment 1 .0 


' (d) Paste in Japan,— The paste in 
japan shall be made ' by thoroughly 
grinding the specified pigment with high- 
grade grinding japan. As received it 
shall not be caked in the container and 
■shall break up readily in turpentine to 
form a smooth paint of brushing con- 
sis'tency that will dry within 1 hr. to a 
hard, flat coat. The paste' shall con- 
'form to,, the following requirements,: 

Pigment, min., per cent. . ., ..... . ... .... . . . , 25 

Vehicle (japan), max., per cent. ........ 75 

Nonvolatile matter in the vehicle, min,, 

; per., cent of the vehicle. 40 

■'Coarse particles and skins (total residue 
. retained on a No. 325 (44-micron) sieve), 
max. per cent of the dry pigment 1.0 


m 
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Specifications foe Lampbia.ck'(D 209 - 46) 


(i) The color and tone shall be equal 
to, and the tinting strength not less 
than, that of a reference sample mutu- 
ally agreed upon by the purchaser and 

the seller, 

Mtimber of Tests 

3. Two samples shall be taken at 
random from different packages from 
each iotj batch, day’s pack, or other unit 
of production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 


10,CX)0 lb. two samples shall be taken. 
At' the option of the purchaser, .the 
samples may be tested' separately . or 
after blending, in. equal ■ quantity the 
samples from the same production unit 
to form a composite sample. 

.Methods of Testing 

. 4. Tests shall be conducted in accord* 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where'applicable. ■ Test procedures 
not covered by A.S.T.M, methods shall 
be mutually agreed upon by the pur- 
chaser and the ' seller. 


AMERICAN STAKBAEB 

BY XHt AMEHICAM STAMBARBS ASSOOAXIOH 
ASA NO.; £36-1946 . 


Standard Specifications for 
BONE BLACK* 



A.S.T.M. Designation: D 210 -46 
Adopted, 1926; Reviseb, 1930, 1941, 1946A 

I'his Standard of the American Society for Testing Materials is issued under 
the fixed designation B 210; the final number indicates the year of origmal 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as bone black, 
ivory black, or drop black. The pigment 
may be purchased in the dry form or as 
a paste in oil or in japan. 

Composition and Properties 

2. (a) Dry PigmenL~~~Th.Q pigment 
shall be made by the calcination of 
bones, shall be unmixed with any other 
substance, and shall conform to the 
following requirements: 


Ash, max., per cent of pigment dried at 

lose. 88 

Ash insoluble in acids, max., per cent. ... 3,0 

Acetone extract, max., per cent, 2.0 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., per 
:cent... 2.0 


(6) Paste in Oi/.— The paste in oil 
shall be made by thoroughly grinding 
the specified pigment with linseed oil. 


* Under the standardwation procedure of' the 'Society, . 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee , D-t on Paint, Varnish,: 'Lacquer, 
and Related Products. 

, : *. Prior to . adoption as ' standard, these specifications 
were published as tentative from 1925 to 1926, being re- 
vised in 1926. 


As received it shall not be caked in the 
container and shall break up readily in 
oil to form a smooth paint of brushing 
consistency. It shall mix readily in 
all proportions, without curdling, with 
linseed oil, turpentine, or volatile pe- 
troleum spirits, or any mixture of these 
substances. The paste shall conform 
to the following requirements: 


Pigment, min., per cent 45 

Linseed oil, max., per cent 55 

Coarse particles and skins (total residue 
retained on a No. 325 (44-micron) sieve), 
max., per cent of the dry pigment 2.5 


{c) Paste in Japan, — The paste in 
japan shall be made by thoroughly 
grinding the pigment with high-grade 
grinding japan. As received it shall 
not be caked in the container and shall 
break up readily in turpentine to form a 
smooth paint of brushing,, consistency 
that will dry within I hr. to a, hard, flat 
coat. The paste shall conform ^ to . the 
following requirements: 

Pigment, min., per cent. . . . ......... 45 

Vehicle (japan), max.,, per cent... . ........ 55 

Nonvolatile matter in the. vehicle, min., 

■' , percent of the vehicle,. . V. .... .. . 40 

Coarse particles and skins .(total residue ' 
reta.ined on a No. 325 (44-mic.ron) sieve), 
max., per cent of the. dry pigment.,... . . . 2.5 
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(d) The color and tone shall be equal 
to, and the tinting strength not less 
than, that of a reference sample mu- 
tually agreed upon by the purchaser 
and the . seller. 

Wuinber of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other unit 
of production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 


10,000 lb. two samples shall : , be taken. 
At the option of the purchaser, . the 
samples may be tested separately, or 
after blending in equal . quantities . the 
samples 'from the same production unit 
to form a composite sample. 

Methods of Testing 

■ 4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Ma- 
terials, where applicable. Test pro- 
cedures not covered by A.S.T.M. meth- 
ods shall be .mutually agreed upon : by 
the purchaser and the seller. 


Standard Specifications for 
CARBON BLACK' 



A«SXM, Designation: D 561 46 
AnoFTED, 1941 Revised, J946.® 

This Standard: 0 f tlie American' Society for Testing Materials Is issued. under' 
the ftsed designation D 561; the final "num'ber indicates the year of original 
adoption as standard or, in the case of revision, the year, of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as carbon 
black, suitable' for, use in .the manu- 
facture of protective or decorative coat- 
ings. 

CofEpositioJi and Prof erties ' 

,, ,2., (a) The pigment shall 'be made by 
burning natural gas in such, a manner as 
,to form a deposit of carbon. It.shallbe- 
free, from. adulterants, and be. in the form 
of ^^powder^^' or .^^^pellets^’ (dustless)' and- 
shall conform to the ' folio wing require- 
ments: 


Ash, .max., per cent. . ...... . . .0.2“: 

Acetone extract, max., per cent. ■ 0.5“' 
Moisture; (loss, at 105 C.) ma'X., per cent. . . 8.0^ 
Coarse, particles (total residue retained on a. 

. No. :i25, (44-micron) .s.ieve), max., per.' , ' 

' cent. .' ... 0..'2“ 
Organic dyes. ....... , . ....... . ..... .... , . . none 


“ Higher itmximum osli and acetone extract values may-' 
be allowed when mutually agreed upon by the .purchaser' 
and the seller, if final product requirements necessitate die 
use of additional treating agents, ' 

“ It may -be necessary, for the purchaser and the seller 
to agree upon a higher maximum moisture content in high* 
color blac.ks. ' . . 

Coarse particle determination should be. made- on- 
“pellet” type black by the special method.for carbon-black 
in this form, 

(b) The color shall be equal to, and 
the tinting strength (Note) not less'than, 


that of , a : refere.iice sample mutually 
.agreed upon by the purchaser a.nd the 
seller. 

. 'Note.— For, the tinting strength test a ratio, 
of ICX) parts of white ,to 1 part of black .is 
usually suitable. 

Ktimber of .Tests , 

3. Two samples shall be taken at 
random from, different packages from, 
each lot,, batch,, day’s pack, or other 
unit of production ,111 a shipment. When 
no markings distin.gu.ish,ing between units 
.of .production .appear, samples shall be 
take.n .from different packages in, the 
ratio'of two samples for each 10,01X1 lb., 
except that for shipments of less than 
10,000 lb, two samples shair be taken. 
At ; the option of the purchaser, the 
samples may be tested separately ,or 
.after^ blending in equal , quantities, the 
samples from the same, production unit 
to form a cora.posite sample. , 

'Note.^ — H igh-color Macks . are very, hygro- 
scopic and should be. protected a,gaiEst ' atmos- 
pheric moisture during storage. 

.i Under tbc staudardizatloa procedure of the Society* 
these spetcificatiOEs are under the Jurisdiction of the 
A..S.T.M. Committee B-i on Paint, Varalsli, Lacquer, and 
Eclated Products.' . ■ ^ . ■ 

» Prior to adoption as standard, these spwlfications 
were published as tentative from 1940 to 1941, being revised 
in 1941. 


885 


SPEcmcATioNs EOR Carbok Bxagk (D 561 -46) 

Methods of Testing terials, where applicable. Test pro- 

4. Tests shall be conducted in ac- cedures not covered by A.S.T.M. meth- 
cordance with the appropriate methods ods shall be mutually agreed upon by 
of the American Society for Testing Ma- the purchaser and the seller. 


APPRO¥ED AS ' ■ 

AMERICAN STAHBARB : 

BY THE AMERICAN STANDARDS. ASSOCIATION 
ASA NO.: E48-194I 


Standard Specijications for 
BLUE LEAD; BASIC SULFATE^ 



A,S,T.M. Designation: D 405 '“ 41 

Adopted, 1938; Revised, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D405; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the 
pigment commercially known as blue 
lead, basic sulfate, suitable for use in 
paints. The pigment may be purchased 
in the dry form or as a paste in oil. 

Composition and Properties 

2. (a) Dry Pigment , — The dry pig- 
ment shall consist of basic lead sulfate 
and certain other ingredients, which 
upon analysis shall conform to the follow- 
ing requirements: 


Lead sulfate, min,, per cent 45.0 

Lead oxide, min., per cent 30.0 

Lead sulfide, max., per cent 12.0 

Lead sulfite, max., per cent 5.0 

Zinc oxide, max., per cent 5.0 

Carbon and undetermined matter, max., 

per cent 5.0 

Coarse particles (total residue retained 
on a 325 {44*micron) sieve), max., 

, .per cent... 1.0 


(5) Paste in Oil , — The paste shall 
be made by thoroughly grinding the 
pigment with linseed oil The paste as 
received shall not be caked in the con- 
tainer and shall break up readily in oil 

s Under tlie standardizatio,!! procedure o.f the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-ton Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption as standard, these specifications 
were ]^ubHshed as tentative from 1935 to 193S, being re- 
vised in 1938- 


to form a smooth paint of brushing con- 
sistency. It shall mix readily in all 
proportions, without curdling, with lin- 
seed oil, turpentine, or volatile petroleum 
spirits or any mixture of these substances. 
The paste shall conform to the follow- 
ing requirements: 


Pigment, min., per cent 89.0 

Linseed oil, max., per cent 11.0 

Moisture and other volatile matter, max., 
percent 0.7 


Coarse particle^ and skins (total residue 
retained on a No. 325 (44-microia) 
sieve), max., per cent of the dry pigment 1 .5 

Number of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other 
unit of production in a shipment. When 
no markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for .shipments of less than 
10,000 lb. two samples, shall .be ■ taken. 
At the option of the. purchaser, , .the 
■samples m.ay . be, . tested separate, ly or 
.after blending . in equ,.al quantities the. 
.samples from, the same production unit 
to form a" composite sample.' 
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Specipications for Blue Lead; Basic Sulfate (D 405 - 41) 

Methods of Testing rials, where applicable. Test procedures 

4. Tests shall be conducted in accord- not covered by A.S.T.M. methods shall 
ance with the appropriate methods of be mutually agreed upon by the pur- 
the American Society for Testing Mate- chaser and the seller. 


j 


Standard Specifications fio. 


OCHER* 



A.S.T.M, Designation: D 85 - 41 
Aik)pxe][>, 1924; Revised, 1927, 1940, 1941.® 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 85; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover ferrous 
earthy pigments included under the 
general term “ocher’ ^ The pigment 
may be purchased in the dry form or as 
a paste in oil or in japan. 

Composition and Properties 

2, {a) Dry Figment. — ^The pigment 
diall be a hydrated oxide of iron perme- 
ating a siliceous base, and shall be free 
from added impurities and added color- 
ing matter. The pigment shall conform 
to the foUowing requirements: 

Ferric oride, min., per cent ...... 17 

Calcium oxide, max., per cent 5 

Lead ^romate none 

Organic coloring matter. none 

Moisture and other volatEe matter, max., 

per cent. 1.0 

Coarse particles (total residue retained 
on a No, 32S (44-micron) sieve), max., 
per cent. ...... 1.0 

(5) Paste in Oil*-““The paste in oil 
shall be made by thoroughly grinding 

' Uadicr the staadardizatiou procedure of the Society, ' 
tiiesc spedficatioas are uadcr the jurisdictioa of the 
A,S.TJI, Committee D-l on Paint, Varnish, Lacquer, 
and Kekted Products. 

3 Prior to adoption as standard, these specifications 
were published as tentative Itom 1921 to 1924, being re- 
vised In 1924. 


the. specified pigment with linseed .oil 
As recei\'ed it shall not be caked in the 
container and shall break up, readily in 
oil to form a smooth paint of brushing 
consistency. It shall mix readily in 
all proportions, without curdling, with 
linseed oil, turpentine, or volatile petro- 
leum spirits, or any mixture of these 
substances. The paste shall conform 
to the following requirements: 

Pigment, per cent. 69 to 73 

Linseed oil, per cent. 27 to 31 

Moisture and other volatile matter, 

max., per cent 0.7 

Coarse particles and skins (total resi- 
due retained on a No. , 325 (44- 
micron) sieve), max., per cent .of , 
the dry pigment. — .1.5 

{c) Paste in The paste in 

japan shall be . made 'by thoroughly 
grinding' the specified pigment ..In high- 
grade grinding japan. As received it 
.shall not be caked in the container and 
shall break up readily in turpentine to 
form a smooth paint of brushing con- 
sistency that will dry within 1 hr. to a 
hard,' fiat coat that can be varnished 
within 5 hr. of the time of application 
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without streaking or bleeding. The 
paste shall conform to the following 

requirements; 

Pigment, per cent. . i59 to- 73 

Vehicle (japan), per cent. ........... 27 to 31 

Nonvolatile matter in vehicle, min., 

; -per cent of the vehicle 40 

Coarse particles and, ..skins (total res.i- 
. due retained on a No. 325 (44- 
- micron) sieve), max., per cent of 
the dry pigment ,1.5 

(d) The mass color and character 
of the tint formed by mixture with a 
white pigment shall be the same as, 
.and' the strength not less than,- that of a 
reference sample mutually agreed upon 
by the purchaser and the seller. 

Humber of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day^s pack, or other 


unit of production in a shipment. When 
no markings- distinguishing between 
units of production appear, samples shall 
be taken from different packages in the 
ratio of two samples for each 10,000 
except that for shipments of less than 
10,000 Ib. two samples shal be taken* 
At the option of the purcha-ser, the sam- 
ples may be tested ' separately or after 
blending in equal quantities the samples 
from the same production unit to form 
a composite sample* 

Methods of Testing 

4, Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where applicable. Test procedures 
not covered by A.S.T.M. methods shall 
be mutually agreed upon by the pur- 
chaser and the seller. 


APPROVED AS 
AMERICAH STANDARD 

BY THE AMERICAN STANDARDS ASSOCIAHOH' 
ASA NO.: K29-1946 

A,MEMCAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H.O. NO.: M 131 


Standard Specifications for 
IRON BLUE* 



A.S.T.M. Designation: D 261 46 

Adopted, 1928; Revised, 1939, 1940, 1941, 1946.® 

TMs Standard of the American Society for Testing Materials is issued under 
the feed designation B 261 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially knowm as Prussian 
blue, Chinese blue, Milori blue, or iron 
blue. The pigment may be purchased 
in the dry form or as a paste in oil or in 
japan. 

Composition and Properties 

2. (a) Dry Pigment — ^I'he pigment 
shall be the blue product formed by the 
reaction of a solution of iron salts with a 
ferrocyanide or ferricyanide solution. 
It shall be free from admixture of any 
substances other than those added dur- 
ing manufacture, in small amounts up to 
a total of 4 per cent, for the purpose of 
improving the quality or working prop- 
erties, or both, of the pigment. Ex- 
tenders and diluents such as barium 
sulfate, silica, silicates, calcium car- 
bonate, calcium sulfate, magnesium car- 
bonate, etc., shall be absent. The pig- 


i Under tiie staDdardization procedure ,o£ the Society, 
these specifications are under' the jurisdiction' of the 
A.S.T.M. Committee D-1 on Taint, Varnish, Lacquer, 
tad Related Products., 

* Prior ^ to adoption as standard, these specifications 
were published as tentative from' 1927 to 1928, being '.re- 
vised in 1928. 


ment shall conform to the following 
requirements: 

Total matter soluble in water, max., per 

cent 1.0 

Moisture and other volatile matter, max., 

percent 7.0 

Organic colors or lakes none 

Acidity or alkalinity The acidity or alka- 

linity of the aqueous extract, with methyl 
orange indicator, shall not exceed the chemical 
equivalent of 0.1 per cent of sulfuric acid, 
calculated on the dry pigment. 

(b) Paste in OiL — The paste in oil 
shall be made by thoroughly grinding the 
specified pigment with linseed oil. The 
paste as received shall .not be caked in 
the container and shall break up readily 
in oil to form a smooth paint of brush- 
ing consistency. It shall mix readily 
in all proportions, without curdling, with 
linseed oil, turpentine, or volatile pe- 
troleum spirits, or any mixtu^re of these 
substances. The paste shall conform 
to the following requirements: 


Pigment, min., per cent ... .... . . . . ■ 48 

Linseed oil, max,, per cent. .... . . . , . . . .. . 52 

Moisture and other, volatile 'matter, max,,.' 

per cent . . ; 3.5 

Coarse' particles and skins (total residue , 
retained on a No. 325 (44-micron) sieve), ■ ; 
max.,, per cent of the 'dry pigment. . . , 1..5 
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(c) : Paste in Japan,-— The paste in 
Japan shall be made by, thoroughly 
grinding the specified pigment with high- 
grade grinding Japan. As received it 
shall not be caked in the container and 
.shall break up readily in turpentine to 
form a smooth paint of brushing con- 
sistency that wdli dry within 1 hr. to a 
hard , fl.at . coat , that can be varnished 
within 5 hr. of the time of application 
without streaking or bleeding. , The 
paste shall conform to the following 
requirements:' 

Pigment, min., per cent., 48 

Vehicle (japan), max., per cent. ..... ,52 

Nonvolatile matter in the vehicle, min., 

per cent of the vehicle 40 

Coarse particles and skins (total residue 
retained on a No, 325 (44-micron) sieve), 
max., per cent of the dry pigment. .... 1.5 

(d) The mass color and character 
of the tint formed by mixture with a 
white pigment shall be the same as, 
and the strength not less than, that of a 
reference sample mutually agreed upon 
by the purchaser and the seller. 

Note. — T he physical properties and tests of 
Prussian blue, particularly the tinting strength, 


are considered a better measure of value , than 
the percentages' of chemical constituents, v 

Number of Tests 

3. Two samples shall be taken at 
random from., different packages from 
each lot, batch, day’s pack, or other unit 
of production .in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different .packages in the 
ratio of two samples for each 10, OCX) Ib., 
except that for shipments of less than 
10, (W lb. two samples shall be taken. 
At' the option of the purchaser, the 
samples may .be tested' separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Ma- 
terials, where applicable. Test pro- 
cedures not covered by A.S.T.M. meth- 
ods shall be mutually agreed upon by 
the purchaser and the seller. 



Standard Specifications fior 
ULTRAMARINE BLUE^ 



A.S.T.M. Designation: B 262 - 46 
Aooptei), 1941; Revised, 1946® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 262; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ments commercially known as ultra- 
marine blue, suitable for use in paints, 
enamels, lacquers, and similar products. 
The pigment may be purchased in the 
dry form or as a paste in oil or in japan. 

Composition and Properties 

2. {d) Dry Pigment . — ^The pigment 
shall be a manufactured product ob- 
tained by the calcining of mixtures of 
clays and silicas with sodium salts, sul- 
fur, and carbonaceous material. It shall 
be a soft, dry, finely ground powder of 
good blue color, free from admixtures of 
color substances, and shall conform to 
the following requirements: 

Matter soluble in water, max., per cent .... 1.5 
Moisture and other volatile matter, max., 

per cent 4.0 

Coarse particles (total residue retained on a 
No. '325 .(^i^-roicron) sieve), max., per 

cent 1.0 

Organic colors or lakes none 

^ Under the standardization procedure of the Society, 
these .'Specifications, are under the jurisdiction of the 
A>S.T..M. Co,mmittee D-1 on. Paint, Varnish, Lacquer, and 
. Related Products, ' , 

' * .Prior to., their, present 'adoption as sta.ndard, these 
specifications were published as tentative from 1927 to 
1928, being revised in 1928. They were adopted in 1928 , 
published as standard from 1928 to 1940, but withdrawn 
, and republished: as tentative from 1940' to 1941, being re- 
vised in 1911, . 


(5) Paste in Oil— -The paste in oil 
shall be made by thoroughly grinding 
the specified pigment with linseed oil. 
As received it shall not be caked in the 
container and shall break up readily in 
oil to form a smooth paint of brushing 
consistency. It shall mix readily in all 
proportions, without curdling, with lin- 
seed oil, turpentine, or volatile petroleum 
spirits, or any mixture of these sub- 
stances. The paste shall conform to the 


following requirements: 

Pigment, min., per cent, 70 

Linseed oil, max., per cent. . 30 

Moisture and other volatile matter, max., 


Coarse particles and skins (total residue 
retained on a No. 325 (44-micron) sieve), 
max., per cent of the dry pigment ..... 1.5 


(c) Paste in . Japan , — The paste in 
japan shall . be made by . thoroughly 
grinding thespecified pigme.nt with high- 
grade grinding japan. As received it 
shall not be caked in the container and. 
shall break up readily in turpentine to 
form a' s.mooth paint of brushing con-, 
sistency, that will dry within 1 hr. to .a 
hard flat, coat that can be varnished 
within 5 'hr. of the time of application 
without ■ streaking ,or bleeding. The 
paste ..shall , conform' to the following 
requirements:'" ' ' ' 
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Pigment j min., per, cent. . -70 

Vehicle (japan),. max., pe.r cent, ............ 30 

Nonvoktile m,atter .in the vehicle, min., 
per ce,nt of the veMcle,. 40 


Coarse particles .and skins (total residue 
' retained .on a No. 325 . {44~micron) 
sieve), max., per cent o,f the dry pigment 1 , 5 

(d) The mass color and character of 
the tint,fo.rm.ed by mixture with' a white 
pig.ment shall be the same as, and the. 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other unit 
of production in a shipment. When no 
markings distinguishing between units 


of prod'Uctio.n a.ppear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 Ib,, 
except that for sliip.ments of less, than 
10.,(X)0 lb. two samples .shall be taken. 
At the option of the purchaser, the 
.samples may be tested .separately or 
after blending in equal quantities, the 
samples from the sa.m.e producti.on unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where applicable. Test procedures 
not covered by A.S.T.M. methods shall 
be mutually agreed upon by the pur- 
chaser and the seller. 



Ammicm AssociATioif smti 
HIGHWAY OFFICIALS STAKDARB 
AA.S.H..O. NO.: M 130 , 


Standard Specifications fior 
PURE CHROME GREEN* 



■ A.S.T,M.. Designation: D 212 -46 

Adopted, 1927; Revised, 1940, 1941, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fiated designation D 212; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as pure 
chrome green. The pigment may be 
purchased in the dry form or as a paste 
in oil or in japan. 

Composition and Properties 

2. (a) Dry Pigment , — The pigment 
shall be a precipitated mkture of lead 
chromate and iron blue (potassium or 
ammonium ferriferrocyanide) with or 
without other insoluble compounds of 
lead* It shall be free from admixture of 
any substances other than those added 
during manufacture, in small amounts 
up to a total of 7 per cent, to improve 
the stability or working properties, or 
both, of the pigment. Extenders and 
diluents such as barium sulfate, silica, 
silicates, calcium carbonate, calcium sul- 
fate, magnesium carbonate, etc., shall 
be absent. The pigment shall conform 
to the following requirements: 


1 Under tbe standardization procedwrc of the Society, 
these specifications are under , the , jurisdiction, of the 
A,S.T.M. Committee D-l on Paint, Varnish, Lacquer, and 
Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from 192S to 1927, being re- 
vised m 1926 and 1927. 


Of the total lead” in the pigment, percent- 
age present, as chro.mate (PbCrOd, 

min .70 

Total matter soluble in water, max., per 

cent 1.0 

Moisture and other volatile matter, max., 

percent 4,0 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., per 

cent 1.0 

Organic colors or lakes. none 

” Calculated as metallic lead. 

(If) Paste in Oil, — ^The paste in o.E 
shall be made by thoroughly grinding 
the specified pigment with linseed oil. 
The paste as received shall not be caked 
in the container and shall break up 
readily in oil to form a smooth paint of 
brushing ■ consistency. It shall mix 

readily in , all , proportionSs , without 
curdling, with linseed oil, turpentine,' or 
volatile petroleum spirits, or any mix- 
ture' of these substances. The .paste 
shall conform to .the following' require- 
ments: 

Pigment, min., per cent. ... ... 70. 

Linseed oil, max., .per cent. ............. 30 

Moisture and other volatile matter, . max,, .. 

percent 3.0 

Coarse particles '.and skins (total residue 
retained on a No. ..325 (44-micron) sieve), 
max., per cent of .the diy pigment. .... 1.5 
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{c) Pmie im Jupm.—TM .paste in 
japan' shall , be made by , thoroughly 
grinding ' , the .specified .pigment with 
high-grade .grilling japan. The paste 
as received shall .not be caked in the 
container .and shall, break tip readily in 
turpentine to form a smooth paint of 
brushing consistency that will dry within 
1 hr. . to a ha.rd, flat coat that can be 
varnished within S hr. of the time of 
application witho.nt streaking or bleed- 
ing. The paste shall .conform to the 
following requirements: 


Pigment, min., per cent 65' 

¥eHcle (japan), mas., per cent 35 

Nonvolatile m..atter i.n vehicle, min., per 

cent of the vehicle. 40 

■Coarse particles and skins (total residue 
retained on a No. 325 (44-m.icron) sieve), 
max., per cent of the dry pigment 1.5 


(d) The mass color and character of 
the tint formed by mixture with a white 
pigment shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 


Htimber of Tests 

3. .Two samples shall' be taken at 
random from different packages from 
each lot, batch, day^s pack, or other unit 
of production In a shipm.ent. When no 
markings distinguishing . between units 
of production appear, .sam.ples shall be 
taken from differen.t packages in the 
ratio of two samples for each 10,CXM3 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall be conducted in accord.- 
ance with the appropriate methods of the 
American Society for Testing Materials, 
where applicable. Test procedures not 
covered hy A.S.T.M. methods shall be 
mutually agreed upon by the purchaser 
and the seller. 



• &PPROT1D AS . 

: AMEMCAN STAMDARB 
BY THl AMERICAH ' STANDARDS ASSOCIATION 
ASA NO.; KZS-mi 


Standard Specijicatiofis for 
REDUCED CHROME GREEN’ 



A.S.T.M. Designation: D 213 - 41 

Adopted, 1927; Revised, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation B 213; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as reduced 
chrome green, also known as grinders 
green. The pigment may be purchased 
in the dry form or as a paste in oil or in 
japan. 

Composition and Properties 

2. {(£) Dry Figment . — The pigment 
shall be a mixture of lead chromate and 
iron ferrocyanide and ferricyanide blue, 
with or without other insoluble com- 
pounds of lead, precipitated on a base of 
barium sulfate or insoluble siliceous 
material or any mixture thereof. The 
pigment shall conform to the following 
requirements: 


Sum of the barium sulfate and insoluble 

siliceous material, max., per cent . 80 

Color (total of insoluble lead compounds 

. ' and iron blue), min., per cent 20 

Of the total lead® in the pigment, per- 
^ centage present as chromate (PbCrO*),® 

' min.,. ,. 70 , 

Total calcium oxide in any form soluble 

In add, max., per cent. ’ 1-^ 

Moisture, and other volatile matter, max., 


Coarse particles (total residue retained on 


a No. 325 (41-micron) sieve), max., 
per cent 1.5 


(5) Faste in Oil . — The paste in oil 
shall be made by thoroughly grinding 
the specified pigment with linseed oil 
The paste as received shall not be caked 
in the container and shall break up 
readily in oil to form a smooth paint of 
brushing consistency. It shall mix 
readily in all proportions, without 
curdling, with linseed oil, turpentine, or 
volatile petroleum spirits, or any mix- 
ture of these substances. The paste 
shall conform to the following require- 
ments: 


Pigment, min., per cent. 80 

Linseed oil, max., per cent 20 

Moisture and other volatile m,atte,r, max., 


retained on a No. 325 (44-micron) sieve), 
max., per cent of the dry pigment. . , , . 2.0 


{c) Paste in Japan. — ^The paste in 
japan , shall be made ,. by thoroughly 
grinding the specified pigment in high- 
grade grinding, japan. ^ . The: paste as 


1 Under the standardization procedure of the Society, 
; these specifications are under, the lurisdiction ,of' the 
A..S.T.M. Committee D“1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption,. as ^standard, these specifications 
were published as, tentative from 192.S to 1927, , being 
■revised in 1926 and 1927. ', 


,® 'CaSculatcd as, metallic lead. 
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'receiTed shall not be , caked in the con- 
tainer and shal break .up readily in 
.turpentine .to form' a amooth paint of 
brushing cons,isteiicy that will dry 'with- 
.in I hr. to a hard iat coat that can be 
..varnished within 5 hr. of the time of 
application without strea.king or bleed- 
ing. The paste shaE conform to the 
following .requirements: 


Pigment, min., per cent. 75 

¥eMcIe (japan), max., per cent 25 

.Honvdiatiie matter in vehicle, min , per 
cent of the vehicle 40 


Coarse , particles and skins (total residue 
retained on a No. 325 (44-micron) 
.sieve), max., per cent of the dry pigment. 2.0 

(d) The mass color and character of 
the tint formed by mixture with a w^hite 
pigment shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at 


random from different . packa,ges .from 
each, lot, batch., , day’s pack, or other 
unit of production in a sh.!pmeiit. , When, 
no markings distinguish.mg between units 
of production appear, samples sha.l.l be 
taken from different packages in the 
ratio of two s.ampleS' for each, 10, OCX) lb.,, 
except that .for , shipments of less than 
10,000 lb. two samples sha.il be taken. 
At the option of the ■ purchaser, ; the 
samples may be tested separately ; or 
after blending in. equal. qu.a.ntities the 
samples from the same production unit' 
to. form a composite sample. 

Methods of Testing 

4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Ma- 
terials, where applicable. Test pro- 
cedures not covered by A.S.T.M. 
methods shaE be mutually agreed upon 
by the purchaser and the seller. 



APFROTED AS 
AMERiCAlf STANDARD , 

BY THE AMERICAN STANDARDS ASSOCIATION 
• ASA BO.; K37-i946 


Standard Specifications for 
CHROME OXIDE GREEN^ 



A.S.T.M. Designation: D 263 - 46 

Adopted, 1928; Revised, 1940, 1941,1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 263; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as chrome 
oxide green. The pigment may be 
purchased in the dry form or as a paste 
in oil. 

Composition and Properties 

2. (a) Dry PigmenL—Tht pigment 
shall consist of practically pure chromic 
oxide (Cr^Os) without any admixture, 
and shall conform to tie following 
requirements: 

Total chromium (calculated as CrjOs), 

min., per cent. 97 

■Total matter soluble in water, max., per 

cent 0.5 

Moisture and other volatile matter, max., 

■ per cent . 0.5 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., 

per cent ......... 2.0 

Organic colors or lakes. . none 

{h) Paste in OiL — The paste shall 
be made, by thoroughly grinding the' 


1 Under the standardiatioa procedure of thC’ Society, 
these specifications are under the lurisdiction of the 
A.S.T.M. Committee B-l on Paint, Varnish, Lacquer, 
and Related Products. 

* Prior^ to adoption as standard, these specifications 
were published as tentative from 1927 to..l92S, being re- 
vised in 1928, 


specified pigment with linseed oil As 
received it shall not be caked in the 
container and shall break up readily in 
oil to form a smooth paint of brushing 
consistency. It shall mix readily in 
all proportions, without curdling, with 
linseed oil, turpentine, or volatile pe- 
troleum spirits, or any mixture of these 
substances. The paste shall conform 
to the following requirements: 

Pigment, min., per cent. 75 

Linseed oil, max., per cent. 25 

Moisture and other volatile matter, max,, 

percent 0.5 

Coarse particles and skins (total residue 
retained on a No. 325 (44-micron) sieve), 
max., per cent of the dry pigment 2,5. 

(c) The mass color and, character 
of the tint formed by mixture, with a,' 
white pigment ' shall be -the .same 
as, and the strength not less than, , 
that of a reference, sample .mutually 
agreed upon by the .purchaser and the 
seller. 

Humber of Tests 

3. Two samples shall be taken at 
■random from ,d,ifferent packages from 
each lot, batch, day^s pack, or other unit 
of production in a shipment. When no 
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markings distingnisliing between units 
of production appear, samples shall be 
taken from . different packages in the 
ratio of two samples for each 10,000 lb,, 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the 'option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 


samples from the' same production unit 
to form a composite sample. 

Methods of Testing 
4. Tests shaE be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Ma-, 
terials, where applicable. 'Test ' .pro- 
cedures .not covered by A.S.T.M', meth- 
ods shall be mutually agreed upon' by 
the purchaser and the seller. 



APPEO¥ED AS 
AMERICAN STANDARD ' 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: K27.i-m3 


Standard Specifications for 
CHROME YELLOW AND CHROAIE ORANGE^ 



A,S.T.M, Designation: D 211-43 
Adopted, 1943.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 211; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 , These specifications cover five types 
of commercially pure lead chromate 
pigments, as follows: 

Type I . — Primrose chrome yellow. 

Type //.—Lemon chrome yellow. 

Type II L — Medium chrome yellow. 

Type IV , — Light chrome orange. 

Type V . — Dark chrome orange. 

The pigment may be purchased in the 
dry form or as a paste in oil or in japan. 

Composition and Properties 

2. (a) Dry Pigments . pigments 
shall be chemical precipitates consisting 
of normal or basic lead chromates or 
mixtures of these with or without admix- 
tures of other insoluble compounds of 
lead, but without other admixtures 
except those of reagent materials intro- 
duced specifically to improve those 
properties for which the pigment is 
used. The pigments shall be free of 

1 Under the standardization procedure of the Society, 
these specifications are, under the jurisdiction of the. 
A.S.T.W. Committee D4, on Paint, Varnish, Lacquer,, and 
Related Products, , ■ 

* Prior to their present adoption as standard, these 
specifications were published as tentative from 1925 to 
1927, being revised in 1926 and 1927. They were adopted 
in 1927, published as standard from 1927 to 1942, being 
revised in 1940 and 1941; but withdrawn, revised, and re- 
published as tentative from 1942 to 1943. 


extenders (barium sulfate, clay, mag- 
nesium silicate, whiting, etc.) and shall 
conform to the requirements for com- 
position prescribed in Table I. 


TABLE I.-REQUIREMENTS FOR COMPOSITION. 



Tj^pe 



V?* 


Lead chromate (PbCr04), 
min., per cent 

50.0 

68.0 

93.0 

60,0 

55. 0 

Total matter soluble in wa- 
ter, max., per cent 

1.0 

1.0 

1.0 

1.0 

i.o 

Total of all substances other 
than insoluble compounds 
of lead, max., per cent .... 

Moisture and other volatile 
matter, max., per cent 

8.0 

8.0 

7.0 

3.0 ,' 

3,0 

1.0 

1.0 

1.0 

^ 1.0. 

1.0 

Coarse particles (total res- I 
idue retained on a No. 32S 
(44-micron) sieve), max., 
per cent. 

1.0 

1.0 

. 1.0 

1,0 

1.0- 

Organic colors and lakes. .... 

none 

1 none' 

none 

no,ne 

i 

none 


(&) Paste rin Of/.— The paste, in oil 
shall be made by thoroughly grinding 
the specified pigment'.with, linseed oil. 
As received it shall iiotv be .caked in 
the container and .shall break up readily 
in oil to form. a smooth paint of brushing 
consistency. It. shall mix readily in all 
proportions, without curdling, with lin- 
seed oil, turpentine, or volatile petroleum 
spirits, or,, any mixture of these sub-. 
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r 

stances. Tbe paste shall conform to 

i the following requirements; 

1 

Pigmentj min.j per ceat 75.0 

; Lmseed .oil, max.y per cent.' 25.0 

! Moisture and, other volatile matter, max., 

percent.. 1.0 

■ Coarse particles and. skins (total residue 
..retained on ,a No. 325 (44-,micron) 

I sieve), max.,, per cent of the dry .pig- 
ment.. ■ 1.5 

, (c).:Fasie in Japan. — The paste, .in 
j japan shall be made by thoroughly 

; grinding the specified, pigment with 

I high-grade grinding japan. As received 

I it shall not be caked in the container 

i and shall break up readily in turpentine 

I to form a smooth paint of brushing 

consistency that will dry within 1 hr. 
to a hard, flat coat that can be varnished 
within 5 hr. of the time of application 
I without streaking or bleeding. The 

j paste shall conform to the following 

requirements : 

Pigment, min., percent 70.0 

Vehicle (japan) , max., per cent 30.0 

Nonvolatile matter in the vehicle, min., 

per cent of the vehicle 40.0 

Coarse particles and skins (total residue 
retained on a No. 325 '(44-micron) 
sieve), max., per cent of the dry pig- 
ment 1.5 

{d) The mass color and character of 
the tint formed by mixture with a white 


pigment shall be the same as,, .and the 
strength not less than, that of a reference 
sample mutually agreed : upon : .by the 

purchaser and the seller. 

Number of Tests 

3. 'Two samples shall be taken at 
random from different- packages from 
each lot, batch, -day’s , pack, or other 
unit of production in a shipment. 
When no markings distinguishing be- 
tween units of production appear, sam- 
ples shall ' be taken from different 
packages in the ratio of two samples 
for each 10,000 lb., except that for 
shipments of less than 10,000 lb. two 
samples shall be taken. At the option 
of the purchaser, the samples may be' 
tested separately or after blending in 
equal quantities the samples from the 
same production unit to form a com- 
posite sample. 

Methods of Testing 

4. Tests shall be conducted in ac- 
cordance wdth the appropriate methods 
of the American Society for Testing 
Materials, where applicable. Test pro- 
cedures not covered by A.S.T.M. meth- 
ods shall be mutually agreed upon by 
the purchaser and the seller. 



APP»0¥1B AS 
, AMERICAM STATOARB ' 

BY THE AMERICAM STANDARDS ASSOCIATIO.M 
ASA KO.: K50-1941 . 


Standard Specifications for 
C.P. ZINC YELLOW (ZINC CHROMATE)* 



A.S*T.M. BesignatioE: D 478 - 41 
Adopted, 1939; Revised, 1940, 1941 A 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 478; the final number indicates the year of OTiginal 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the pig- 
ment commercially known as chem- 
ically pure zinc yellow or zinc chromate. 
The pigment may be purchased in the 
dry form or as a paste in oil. 

Composition and Properties 

2. (e) Dry PigmenL — The pigment 
shall consist of a complex salt of zinc 
and potassium chromates. It shall be 
free from any lead compound, any 
organic coloring matter, or any sub- 
strate of any kind, and shall be com- 
pletely soluble in acetic acid (10 per 
cent) at a temperature of 80 C. The 
pigment shall conform to the following 
requirements: 

■ Zinc oxide, max., per cent 40.0 

Ghromic anhydride, CrOs, min., 

percent, 41,0 

Alkaline salts, calculated as KaQ, 

per cent 9 .0 to 13 .0 

Combined water, max., per cent. . . 8.0 

Moisture and other volatile matter, 

max., per. cent — . ■ . 1.0 ■ 

Coarse particles (total residue re« 
tabled on a No, 325 (44-micron) 
sieve), max., per cent 1.0 

1 Under the standardization procedure of the Society, 
these Specifications are under the jiirisdictioni of the . 
A.S.T.M, Cominittee D-1 on Paint, Varnish, lAcquer, 
and Related Products. 

* prior to adoption as standard, these specifications 
were published as tentative from 1938 to 1939, 


(b) Paste in OiL— The paste shall 
be a dispersion of the specified pigment 
in linseed oil. As received it shall not 
be caked in the container and shall 
break up readily in oil to form a smooth 
paijit of brushing consistency. It shall 
mix readily in all proportions, without 
curdling, with linseed oil, turpentine, 
or volatile petroleum spirits, or any 
mixture of these substances. The paste 
shall conform to the follovring require- 
ments; 

Pigment, min., per cent 74.0 

Linseed oil, max., per cent 26.0 

Moisture and other volatile matter, max., 

per cent , 0.8 

Coarse particles and skins (total residue 
retained on a No. 325 (44-micro,n) sieve), 
max., per cent of the dry pigment. . .... 1.5 

. ' (c) The mass color and character of 
the tint formed by mixture with a white 
pigment shall be the same .as, and the 
strength not less than, that of : a reference 
sample mutually , agreed .upon ' by the 
purchaser and the seller. . 

Humber of Tests 

3. Two samples... shall be taken at 
random from different packages from 
each lot,, batch, day’s pack, or other 
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tive Revisions of Standards section at the back of this book. 
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■unit of production in a shipment,. When 
no ,niarkmgs distinguishing between units 
of production appear^ samples shall be 
taken from different, 'packages in the 
ratio of two samples for each iOjOOO lb.., 
except ,tliat for shipments of less than 
iOjOOO lb. two, samples shall be taken. 
At the .option of .the purchaser, the 
sa.mpl,es may be tested separately or 
after blending in equal quantities the 


samples from the same production unit 
to fo,rm a 'composite sample. , , 

Methods of Testing 
■ 4. Tests s.ha,!l be conducted in accord-, 
ance with the appropriate , methods of 
the American Society for Testing. Mate- 
rials, where applicable. . ' Test proce- 
dures not covered by A.S.T.M. methods,' 
shall be mu,tu.a,lly agreed upon .by, the 
purchaser and the seller. 



■ AFPROfEB AS , . 

AMERICAN STAHBARD 

BY THE AMERICAN STANDARDS ASSOCIATIOH 
. ..ASA NO.: K:24-1.941 


S tandard Speciji cations for 
RED LEAD‘ 



A.S.T.M. Designation: B 83 - 41 
Adopted, 1924; Revised, 1931, 1939, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 83; the final number indicates the yesLt of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover three 
grades of red pigment commercially 
known as red lead. The pigment may 
be purchased in the dry form or as a 
paste in oil. 

Composition and Properties 

2. (a) Dry Pigment — The pigment 
shall be made by roasting litharge or 
metallic lead, or compounds of lead 
that yield litharge by heating, and 
shall consist entirely of oxides of lead, 
free from adulterants. The three grades 
of pigment shall conform to the following 
requirements: 

True red lead (PbsO^) , min. , per cent : 

85 per cent grade 85.0 

95 per cent grade ...... ■ 95.0 

97 per cent grade. 97.0 

Total impurities including moisture, 
water soluble matter, and matter . 
insoluble in a mixture of nitric acid 
and hydrogen peroxide, max,, per 

cent ... .... . . ..... 1.0 

Lead monoxide, PbG. remainder 
Coarse particles (total residue re- 
. tained on a No. ■ 325 (44-micron) 
sieve), max., per cent. 1.0 

When mixed as indicated in the fol- 
lowing table, the resulting paint, brushed 


on a smooth vertical iron surface, shall 
dry hard and elastic without running, 
streaking, or sagging: 


Dry red lead 201b. 

Raw linseed oil 5 pt. 

Turpentine 2 gills 

Liquid drier 2 gills 


(b) Paste in Oil , — The paste shall 
be made by thoroughly grinding the 
specified pigment with linseed oil (Note), 
The paste as shipped by the seller, and 
for three months thereafter, shall not 
be caked in the container, and shall 
break up readily in oil to form a smooth 
paint of brushing consistency. The 
paste shall conform to the following 
requirements: 


Pigment, per cent . . .. 92,.0 to 94.0 

Linseed oil, per cent 6 .0 to 8 . 0 

Moisture and other volatile mat- 
ter, max., per cent — ........ 0.5 

Coarse particles and skins (total 
residue retained on a No. 325 
(44-micron) sieve), max., per 
cent of the dry pigment. . ..... ■ 1.5 , 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M,, Committee D-1 ,on Paint, Varnish, Lacquer, 
and Related Products. 

* Prior to adoption: as standard,, these specifications 
were published as tentative from. 1921, to 1924, being, re- 
vised m 1924..,' 
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When mixed as indicated in the fol- 
lowing tables the resulting paintj brushed 
on a smooths vertical iron surfacCj shall 
dry .hard and elastic without runnings 
Streakings or . sagging : 


Red lead paste. 20' lb. 

Raw linseed oil , 3 pt. 

Turpentine 2 .gills 

Liquid . drier ' . ■ 2 gills 


, Note.— P urcliasers are cautioned that 85 per 
cent . . grade red lead should not be bought in 
paste form. . The 95 per cent grade, if made into 
paste, should be used within a short period of 
time. after grinding. When pure red lead paste 
is to be stored for a considerable period of time, 
the 97 per cent .grade of red lead should be 
specified. The storage of paste red lead in 
places, of high temperature ' should be avoided, 
as heat accelerates the tendency of this material 
to cake or harden. 

Muniber of Tests 

3. Two samples shall be taken at 
random from different packages from 


each lot, batch,, day pack, or other 
■unit of production in a shipment. : When 
no. markings ' distinguishing between 
units of production appear, samples shall 
be taken from different packages in the 
ratio of two samples for each 10,W)0 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the sam- 
ples may be tested separately or after 
blend.ing in equal quantities the samples 
from the same producti.on unit to form 
a composite sample. ; 

.Methods of Testing ' 

4. Tests shall be conducted in. accord- 
ance with the' appropriate methods of 
the American' Society for Testing Mate- 
rials, where applicable. Test proce- 
dures not covered by A.S.T.M. methods 
shall be mutually agreed upon by the 
purchaser and the seller. 



APPROTOB AS 
AWERICAN. STAKDARB 

BY THE AMERIGAIf.STAH BARDS ASSOCIATIOS 
ASA MO.: iC31 1941 


Standard Specifications fior 
REDUCED PARA RED> 



A.S.T.M, Designation : D 264 - 41 

Adopted, 1928; Revised, 1939, 1940, 1941. ^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 264; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the red 
pigment commercially known as reduced 
para red. The pigment may be pur- 
chased in the dry form or as a paste in 
oil or in japan. 

Composition and Properties 

2. (ti) Dry FigmenL ' — The pigment 
shall consist of a mixture of para-nitranil- 
ine toner and substrate, made either by 
precipitating the toner on the substrate 
or by mixing slurries. . Unless other- 
wise specified by the purchaser, the 
substrate shall be calcium carbonate. 
The pigment shall conform to the fol- 
lowing requirements: 

Pure organic coloring matter (para red), 

min., per cent. 15.0 

Calcium carbonate, max., per cent. $5 ,0 
Moisture and other volatile matter, max., 

percent 1.0, 

Coarse particles (total residue retained on 
a No. 325 (44“micron) sieve), max., per 
cent — .... 1.5 


i Under the standardization procedure' of the Society, 
these specifications are under, the Jurisdiction of the 
ASiTM, Committee D-! on Paint, - Varnish, Lacquer, 
and Related Products. 

4 Prior to adoption as standard, these specifications 
were published as tentative from 1927 to 192S, being re- 
, vised in 1928, : 


(b) Paste in OiL — The paste in oil 
shall be. a dispersion of the specified 
pigment in linseed oil As received it 
shall not be caked in the container and 
shall break up readily in oil to form a 
smooth paint of brushing consistency. 
It shall mix readily in all proportions, 
without curdling, with linseed oil, tur- 
pentine, or volatile petroleum spirits, 
or any mixture . of these substa,iices. 
The paste shall conform to the follow- 
ing requirements: 

Pigm,ent, min., per cent 74.0 

Linseed oil, m,ax., per cent , 26.0 

Moisture and other volatile matter, max., 

percent.' 0.7 

Coarse particles and skins (total residue 
retained on a No. 325 (44*microii) sieve), 
max., per cent of the dry pigment . .... 2.0 

(c) Paste in Japan— The paste, in 
japan.; shall be a dispersion of; the 
specified pigment in high-grade grinding 
japan. .As' received it shall not' be" 
caked in the container and shall break 
up. readily in turpentine to form a 
smooth paint of brushing . consistency 

' that, will dry within 1 hr. to a hard fiat 
coat, that can be varnished within 5 hr. 
after the time of application. The paste 
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shall conform to the following require- 
ments: 


Pigmentj^mln., per cent. . ... ...... 74.0 

¥ehicie (japan), max., per cent. 26.0 

.Nonvolatile matter, in , the vehicle, min., 


Coarse particles, and skins (total residue 
retained on a No. 3.25 (44-iiiicron) sieve), 
max., per cent of the dry pigment 2.0 


(d) The mass color and character of 
the tint formed by, mixture with a white 
pigment shall be the same as, and the 
strength not less than, that of a refer- 
ence sample mutually, agreed upon by 
the purchaser and the seller. ■ 

Number of Tests 

3., Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other unit 
of production in a shipment. When no 


markings distinguishing between units 
.of production appear, samples shall be 
,taken-from. diffe.reiit , packages in the 
ratio of .two samples for each 10,000 lb., 
except that for shipments of less than 
10, (W lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be .tested separately or 
after blending- in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests sh.a!l be conducted in ac- 
cordance with the appropriate methods 
of . the American Society for Testing 
Materials, where applicable. Test pro-' 
cedures not covered by A.S.T.M. meth- 
ods shall .be mutua,lly agreed upon by^ 
the purchaser and the seller. 


APPROYEB AS ■ 

AMERICAN STANDARB 

By THE AMERICAN STANBARBS ASSOCIATION 
ASA NO.: K49-1M1, 


Standard Specijications for 
C.P. PARA RED TONERi 



A.S.T.M, Designation : D 47S - 41 
Adopted, 1939; Revised, 1940, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 475; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the red 
pigment commercially known as ^'chem- 
ically pure^^ para red toner. The pig- 
ment may be purchased in the dry form 
or as a paste in oil. 

Composition and Properties 

2. {a) Dry Pigment . — The pigment 
shall consist of pure para-nitraniline 
red toner free from any substrate, and 
shall conform to the following require- 
ments: 


shall break up readily in oil to form a 
smooth paint of brushing consistency. 
It shall mix readily in all proportions, 
without curdling, with linseed oil, tur- 
pentine, or volatile petroleum spirits, 
or any mixture of these substances. 
The paste shall conform to the following 
requirements: 


Pigment, min., per cent 40.0 

Linseed oil, max., per cent 60.0 

Moisture and other volatile matter, max., 


Coarse particles and skins (total residue 
retained on a No. 325 (44-micron) sieve), 
max. , per cent of the dry pigment 2.0 


Pure organic coloring matter, min., per 

cent 97.0 

Ash, max., per cent 3.0 

Moisture and other volatile matter, max., 

per cent. . — ' 1.0 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., 


(c) The mass color and character of 
the tint formed by mixture with a 
white pigment shall be the same as, and 
the strength not less than, that of a 
reference sample mutually agreed^ upon 
by the purchaser and the seller. 


{h) Paste in Oil.— The paste in oil 
shail be a dispersion of the specified 
pigment in linseed oil As received it 
shall not be caked in the container and 

^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on 'Faint, Varnish, Lacquer, 
and Related Products. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1938 to 193S^. ■, 


Number of Tests 

3. Tw^o samples shall be taken at 
random from different .packages from, 
each lot, hatch, .day^s / pack, .or other 
unit of production in a shipment. When 
no markings distiiiguisliing between units 
of ^ production appear, samples shail be 
taken . from different packages in the 
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ratio, of two samples fo.r each 10,000 ib,, 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the optio.ii of the pii.rchaser, the 
s.afflples may be, tested separately or 
after blending in equal . quantities the 
samples , from the same production unit 
to form, a composite sample. 


Methods of Testing 

4. Tests shall be conducted, in accord- 
ance with the appropriate methods ■ of 
the American Society for. Testing Mate- 
rials,- where applicable. Test ' p.roce- 
dures not covered by A.S.T.M. methods 
shall be mutually agreed upon , by the 
purchaser and the -seller. 



Standard Specijications for 

C.P. TOLUIDINE TONERi 



A.S.T*M. Designation; B 656- 

Adopted, 1943.2 


■43 


THs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 656; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the red 
pigment commercially known as chemi- 
cal ly pure toliiidine toner. The pigment 
may be purchased in the dry form or 
as a paste in oil. 

Composition and Properties 

2. (a) Dry Pigment , — ^The pigment 
shall consist of pure toluidine red toner 
(metanitro-paratoluidine-azo-betanaph- 
tholj with or without a small admixture 
of a suitable homologue) free of any 
substrate, and shall conform to the 
following requirements: 

Pure organic coloring matter, min., per 

cent. ... 98.0 

Ash, max., per cent 1.0 

Moisture and other volatile matter, 

max, percent 1.0 

Coarse particles (total residue retained 
on a No. 325 (44-micron) sieve), max., 

percent .■ 1.0 

Paranitraniline red none 

Solubility in chloroform .complete 

{b) Paste. in Oil— The paste in oil 
shall be a dispersion of the specified 

1 Under the standardization proccdnre of the Society, 
these specifications are under the jurisdiction of the 
A.S.TJd. Committee D-i on Paint, Varnish, Lacquer, and 
Related Products. 

s Prior to adoption as standard, these specifications 
were published as tentative from 1942 to 1943. 


pigment in linseed oil. As received it 
shall not be caked in the container and 
shall break up readily in oil to form a 
smooth paint of brushing consistency. 
It shall mix readily in all proportions, 
without curdling, with linseed oil, tur- 
pentine, or volatile petroleum spirits, 
or any mixture of these substances. 
The paste shall conform to the following 
requirements: 

Pigment, min., per cent 40.0 

Linseed oil, max., per cent , 60.0 

Moisture and other volatile matter, max., 

percent 0.7 

Coarse particles and skins (total, residue 
retained on a No. 325 (44-micrott) sieve), 
max., per cent of the dry pigment. 1.5 

(c) The mass color and character of 
the tint formed by mixture, with ,a 
white ■ pigment shall be /the same as, 
and the tinting strength and iightfast- 
ness not less than, that, of, a reference 
sample ' mutually agreed upon by the 
purchaser and the seller. 

Number of Tests , . 

3. Two samples shall be taken at 
random, from different packages from 
■ each lot, batch, day^s pack, or other 


910 


SpEcmcATiOHS TOE C.P. ToitUBmE Tones (D 656-43) 


911 


unit' of production in a' . shipment* 
When 110 . marM.ii.gs distinguishing be- 
tween units of production appear, sam- 
ples shall be taken from, different pack- 
ages in .the ratio of two samples for 
each 10,000 lb., except that for shipments 
of less than 10,000 lb. two samples shall 
• be taken. At ' the option of the pur- 
chaser, the' samples may be tested 
separately or after blending in equal 
quantities the samples from the same 
.production unit to form a composite 
sample. 

Methods of Testing 

4. (a) General , — Tests shall be con- 
ducted in accordance wdth the appro- 
priate methods of the American Society 
for Testing Materials, where applicable. 
Test procedures not covered by A.S.T.M. 
methods shall be mutually agreed upon 
by the purchaser and the seller. 

(5) Parafdiraniline Red , — Place ap- 
proximately 0.5 g. of' the pigment on a 


clean smooth surface, such as a piece of 
milk glass. Add a .few drops of alco- 
holic potassium hydroxide solution (22 
g. of ' KOH dissolved in 1000 ml. of 
ethyl alcohol) to the center of the sample 
and mb with a glass rod. The presence 
of paranitraniline red is indicated by a 
violet color. 

(c) Solubility in CMoroform.—Plmt 
about 0.05 g. of pigment in a 50-mL 
Nessler tube, add 40 ml of chloroform 
(U.S.P.), and w^arm slightly, stirring 
with a glass rod. Compare this solution 
with a similarly prepared solution of a 
standard sample of known purity. Com- 
plete solubility of the pigment in chloro- 
form is indicated, if a clear red orange 
solution is obtained. 

Note.— -Any turbidity indicating an im- 
purity may be conveniently identified by 
extracting 5 g. of the pigment in a Soxhlet 
extractor, using cb.ioroform as tbe solvent. 
The residue may the,o. be examined and esti- 
mated. 



Standard Speciji cat ions for 
ALUMINUM POWDER FOR PAINTS^ 

ALUMINUM BRONZE POWDER 



A.S.T.M. Designation: D 266-41 
Adopted, t93i; Revised, 1939,1941.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 266; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover two 
types of aluminum powder, commer- 
cially known as aluminum bronze pow- 
der, for use in paints: 

Type A , — Standard fineness, for 
general paint use. 

Type B . — Extra fine, for special 
uses. 


Composition and Properties 

2. (a) The aluminum powder shall 
consist of commercially pure aluminum 
in the form of fine, polished flakes and 
shall contain no filler or adulterant, such 
as mica. The pov^der shall be suitable 
for making aluminum paint and shall 
also conform to the following require- 
ments: , 


Easily extracted fatty and oily matter 
(polishing lubricant), max., per cent. • . 
Total impurities, other than fatty and oily 

matter, max., per cent. 

Coarse particles, max., per cent: 

Type A; total residue retained on a No. 

100 (149~micron) sieve 

Type B; total residue retained on a No, 
325 (44-micron) sieve 


3.0 

2.0 


0.2 

1.0 


(b) The powder shall show good 
^leafing” properties. A paint made 


from the powder shall be free flowing 
and shall give a continuous coating at 
least equal in smoothness, luster, and 
general appearance to that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other unit 
of production’ in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 Ib. two samples ' shall be taken. 
At the option of the purchaser, . the 
samples may be tested separately : or 
after blending in equal quantities the 
samples from the , same production unit 
to form a composite sample. 


1 Under the staadardizifttion procedure of the Society, 
these specifications are, under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1927 to 1931, being re- 
■ vised m 1928. ■, ' 
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Metliocis of Testing , 

4. Several of, the methods for testing 
aluminum powder are empirical and the 
results are affected by the' method. 
.The operator , shall follow closely the 
procedures, described in the Standard 


Methods of „ Sampling and Testing 
Aluminum Powder and Paste (A.ST.M. 
Designation: D 480). of the American 
Society for Testing Materials.® ■ . 


. ■ . s Appears io this publication, see Contents In Numeric 
Sequence '01 A.S.TVL Designations, at iront of booR, 



Standard Specijications for 
ALUMINUM PIGMENT PASTE FOR PAINTV 



Designation: D 474 -41 ■ 

Adopted, 1939; Revised, 1941.2 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 474; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ' 

1, These specifications cover two 
t 3 rpes of aluminum pigment paste for use 
in paints: 

Type A . — Standard fineness, for 
general paint use. 

Type B.— Extra fine ^‘lining,” for 
special finishes. 

Composition and Properties 

2. (a) The aluminum pigment paste 
shall consist of commercially pure alu- 
minum in the form of fine, polished flakes, 
combined with a volatile paint thinner 
and a suitable fatty lubricant to form a 
paste suitable for use as a paint pigment. 
It shaE contain no fillers or adulterants, 
such as mica. The paste shall conform 
to the following requirements: 

Nonvolatile matter at 105 to 110 C., min., 

per cent.. 64.5 

EasOy extracted fatty and oily matter 

(polishing lubricant), max., per cent , . 4.0 
Total impurities, other than fatty and oily 

matter, max., per cent 1.0 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., 

, ■■■ .per cent.: ■ . 

Type A . 1.5 

TypeB 0.1 

Note.— A ll of the above limits are expressed 
in percentage of the paste. 

^ Under the standardization procedure of the Societo, 
these specifications are under the Jurisdiction of the 
A.S.T.M. Committee D-1 on Faint, Varnish, Lacquer, and 
Related Products. 

» Prior to adoption as standard, these sperificatioi^ 
were published as tentative from 1938 to 1939. 


(b) The paste shall show good ‘deal- 
ing” properties. A paint made with the 
paste shall be free flowing and shall give 
a continuous coating at least equal in 
smoothness, luster, and general appear- 
ance to that of a reference sample 
mutually agreed upon by the purchaser 
and the seller. 

(c) Paste of both types shall meet the 
stability test described in Section 4. 
Paste which within six months storage 
in unopened original packages after ship- 
ment is found to be unfit for use will 
be rejected. 

Number of Tests 

3. Two samples shall be taken at 

■ random ' fro.m different ' packages. , from 
each lot,' batch, day’s, pack, . or . other . 
unit of p.roduction in a ship.ment. . . When 
no markings distinguishing between units, 
of production appear, samples shall, be 
taken from different ., packages in, the 
ratio of two samples, for, each 10,000 lb., 

■ except, that for ■shipments of less than 
, 10 . 3000 'lb. two samples shaE be taken. 
.At the option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
■samples from the same production unit 
to form a composite sample. 
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SPECmCATIO'HS' TOX AiTOIHITM' PlGMEOT pASTE, (B, 474 - 41) 


Methods of Testing 

4. Several of the. methods for testing 
aluminiim , paste are em.plrica.l, and the 
results are a„ffected by the m.et}iod. The 
operator shall follow closely the pro- 
cedures described in the Standard 


Methods of Sampiing and Testing Alu- 
minum Pow^der a.nd Paste (A.S.T.M. 
Designation: D 480) .of . the American 
Society for Testing Materia.ls*® . 


» Appears is this piiibli.cat.ioOj see Contents la Himeric 
Sequence of A.S.T.M. Designations at .front of ixiok. 



Stafidard Specifications for 
GOLD BRONZE POWDER* 



A.S.T.M. Designation; D 267- 41 
Adopted, 1931; Revised, 194 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 267 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These spedfiications cover the ma- 
terials commercially known as gold 
bronze, pale gold bronze, and rich gold 
bronze powders. 

Composition and Properties 

2, (a) The bronze powder shall be 
made from new ingot metals. It shall 
consist of fine polished flakes with not 
to exceed 3 per cent of fatty or oily 
matter (polishing lubricant) to give 
good ^ leafing’^ properties. 

(b) The residue retained on a No. 100 
(149-micron) sieve, using alcohol as the 
wash liquid, shall not exceed 0.2 per 
cent. ■ ' 

(c) The powder shall have good 
“leafing’^ properties. (By ^fleafing^^ is 
understood the property of forming an 
apparently continuous brilliant film over 
the entire free surface of a mixture of 
the powder in a suitable liquid (Note), 
within 1 min. after cessation of stirring 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee D-1 on Paint, Varnish, Lacquer, 
and Related Products. 

2 Prior to adoption as standard, these specifications 
were published as tentative irom 1927 to 1931, being re- 
vised in 1928. 


the mixture.) In testing for leafing 
properties the powder shall be mixed 
in the proportion of 3 to 4 lb. to a gal- 
lon of the liquid. As thus mixed it 
shall also give a free flowing, smooth, 
continuous coating.. 

Note.— A suitable liquid is made by mixing 
spar varnish conforming to the U. S. Federal 
Specification for Water-Resisting Spar Varnish 
(No. TT-V-121a) with turpentine conforming to 
the Standard Specifications for Spirits of 
Turpentine (A.S.T.M. Designation: D 13) of 
the American Society for Testing Materials® in 
such proportions that the mixture will have a 
viscosity of 0.65 to 0.85 poises (B to C of the 
Gardner-Holdt scale). 

■ (d) The gold , bronze powder shall be 
suitable, for making gold bronze paint. 
It shall match in shade and fineness a 
reference sample mutually agreed upon 
by the purchaser and' the seller. ' ■ 

Number of Tests 

3. Two samples shall, be taken . at 
random from different packages from 
each lot, batch,. day ^.s pack, or other unit, 
of production in .a: shipment. .When mo 
markings distinguishing between units, 
of .production app^ear, samples shall, be 

® Appears in this publicatioo, see Couteuts in Numeric 
Sequence. of A.S.T.M. Designations at front of book. 
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taken , from different packages in the 
ratio of two samples for each 10, CKW lb.,, 
except that , for shipments . of less than 
10,000 ib. two samples shall be , taken. 
At the option of the, purchaser, the 
samples .may be tested separately or 
after blending in equal quaiitit.ies the 
samples from the sa.me production unit 
to form , a composite sample. 


Methods of Testing 

. 4. Tests shall be conducted, in .accord- 
ance ..with the .appropriate methods of: 
the Ame.rican Society for Testing Ma- 
terials, where applicable. Test' pro- 
cedures not covered by A.S.T..M,. meth-. 
ods shall be iii.utua.lly agreed .upon., .by 
the purchaser and the seller. 



Standard Specifications for 
ZINC DUST (METALLIC ZINC POWDER)' 



A.S.T.M. Designation: DS20-41 

Adopted, 1940; Revised, 1941.® 

This Standard of the American Society for Testing Materials is issued under 
the feed designation D 520; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover metallic 
zinc powder, in the form commercially 
known as zinc dust, for use as a pigment 
in paints. 

Composition and Properties 

2. (a) The pigment shall consist sub- 
stantially of metallic zinc and shall con- 
form to the following requirements: 

Metallic zinc, mm-, per cent. 96 

Material otiier than metallic zinc and ZnO, 

max., per cent 1.5 

Moisture and other volatile matter, max., per 

cent 0.1 

Zinc oxide remainder 

Coarse particles, max., per cent: 

Total reddue retained on a No. 100 (149- 

micron) sieve none 

Total residue retained on a No. 325 (44- ■ 

, micron) sieve. 4.0 

' .{3} In .such physical properties, as are 
specified by the purchaser, the pigment 
shall satisfactorily match a reference 
sample mutually agreed upon by the 
purchaser and the seller, 

. . t Under the standardization procedure o.f the Society* 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee B-l on Paint, Varnish, Lacquer,, and 
Related Products. - ■ . 

* Prior to adoption as standard, these specifications 
were published as tentative from 1939 to 1940. 


Humber of Tests 

3. Two samples shall be, taken' at 
random from different packages from 
each lot, batch, day’s pack, or other 
unit of production in a shipment. When 
no markings distinguishing betw^een units 
of production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be' tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4, Tests sha.ll be conducted in accord- 
ance with the app.ropriate methods of, 
the American. Society for Testing Mate- 
rials, where applicab.le. . Test procedures 
not covered by .A.S,T.M. me.thO'ds shall 
be mutually agreed, upon by .the , pur- 
chaser'and the seller,.'.. 
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Standard Specifications for 
TOXIC INGREDIENTS IN ANTI-FOULING PAINTS‘ 

DRY CUPROUS OXIDE, DRY MERCURIC OXIDE 



A.S.T.M. Designation: D 277 - 31 

Adopted^ 1931.^ 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 277; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the toxic 
ingredients (dry cuprous oxide and dry 
mercuric oxide) in anti-fouiing paints 


Cuprous Oxide 

3. The cuprous oxide shall be a fine 
powder and shall conform to the follow- 
ing requirements: 


Composition 

2, (a) ^Anti-fouling paints, when 
mixed ready to apply, shall contain both 
cuprous oxide and mercuric oxide in the 
following amounts: 

Cuprous Mercuric 
Oxide, min., Oxide, min., 
oz. per U. S. oz. per 0. S. 
gaL gal. 

For general service. .... 14 ,7 

In north temperate 

waters. 25 1.5 

In south temperate 

waters 20 5 

In tropical waters .... 4 . 14 14 

(6) The amount of cuprous oxide 
material used in the manufacture of anti- 
fouling' paints shall be in proportion to 
the cuprous oxide content, any cupric 
oxide present being considered as inert 
material. 


^ Under tlie standardization procedure of the Society,- 
these specifications are, under the jurisdiction of the 
A.S.T.M. Committee D-l on Paint, Varnish, Lacquer, 
and Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from: 1928 to 1931. being 
revised in 1931. Editorially revised and' rearranged, in 
1939. ■■ 


Cuprous oxide, min., per cent 96.0 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., per 
cent 2,5 


Mercuric Oxide 

4. The mercuric oxide shall be a finely 
powdered red or yellow mercuric oxide 
conforming to the following require- 
ments: 

Chemically combined mercury, calculated 


as metallic mercury, min., per cent. ... 91.0 

Free mercury .... .none 

Ash, max., per cent. ... ,0.5 


Impurities'. . . . practically free from acids and 
alkalies and from inert organic 
or in.o.rganic fillers or adulterants. 
Coarse particles (total residue retained on 
a No. 325 (44-mkron) sieve), max., per 
cent ... . .... 10.0 

Methods of Testing 

, 5. The requirements enumerated ,lii 
these specifications shall be determined: 
in accordance with the following meth- 
ods of test of ,the American Society for 
Testing M'ateria.!s: , 

{a) Cuprous Oxide . — Standard Meth- 
O'd'of Chemical Analysis of Dry Cuprous 
919 
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Specifications .FOE Anti-Fouling Paints .(D 277 - 31) 


Oxide, (A.S,T.M,.., Designation: D ,283).® 
(6) If^rairic 

od. of Chemical 'Analysis of Dry Mercuric 
Oxide (A.S.T.M. Designation: D 284).® 
({:) Coarse Particles , — Procedure for 


,3 Appears in this publication, see Contents in Numeric 
Sequence of .A.S.T.M. Designations at front of book. .■ 


insoluble dry ' pigm€.iits , as described 
in Section 3, of the Standard Meth- 
ods of Test for Coarse Particles in 
Pigments, Pastes, and Paints (A.S.T.M. 
Designation: D 185).® , 

(d) A 5 / 1 .— Standard Method of Chem- 
ical Analys.is of Dry .Mercuric , Oxide 
(A.S.T.M. Designation: D 284).®.:'. 


APPROVED AS .. . 

AMERICAK STAHDARD , • 

BY THE AMERICAH STANDARDS ASSOCIATION 
ASA NO.: KS5-1941. 


Siandard Method of Test for 

ACETONE EXTRACT IN DRY LAAIPBLACK AND 
DRY BONE BLACK‘ 


A.S,T.M« Designation: D 305 - 31 
Adopted j 19313 

Tills Standard of the American Society for .Testing Materials is issued under 
tile iSsed designation D 305; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope ' 

L This method of test covers the rou- 
tine determination of acetone extract in 
lampblack and bone black (Note 1). 

Note 1, — This is an arbitrary method and 
the details should be followed strictly. It is 
practically impossible to remove all matter 
soluble in acetone from lampblack. (See 
Goodwin and .Park, Indtisirial and Engineering 
Chemisiry, Vel 20, No. 6, p. 621 (1928).) 

Procedure 

2. Weigh a sample of about 2 g., 
transfer it to a 200-ml. volumetric flask, 
and' add about 50 ml of acetone 
(Note 2). Heat the solution to boiling 
(Note 3), cool, dilute to t.he.m.ark with 
acetone, and mk thoroughly. Allow to 

^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-! on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption . as standard, this method was 
published, as tentative from 1929 to 1931. Editorially re- 
vised and rearranged in 1939,. 


settle, draw off about 120 ml of the 
supernatant liquid, and filter it through 
a dry filter paper in a dry funnel, receiv- 
ing the filtrate in a dry vessel. Discard 
the first 10 ml of the filtrate, and trans- 
fer exactly 100 ml of the dear subse- 
quent filtrate to a dry^ weighed dish. 
Evaporate this filtrate at a temperature 
not exceeding 75 C, After evaporatio.ii, 
heat the dish with the residue for 30 
min. in an oven at 100 to 105 C., cool, 
and weigh. Run a blank determination 
with an equal volume of the acetone 
(Note 2)., and correct the final weight 
accordingly.. Calculate the percentage 
of acetone extract. 

NoTE2."~The acetone should be, redistilled 

before using. 

Note 3. — The .first boiling and^ the evapora- 
.tion may be carried out. with, proper regulation 
on a stea.m bath, but an, electric hot plate or 
heater is preferable. 
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, .. APPROVED AS , , ' 

AM,ERICAIf STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA HO.: K51-1941 


Standard Method of Test for 
ALKALINITY OR ACIDITY OF PIGMENTS^ 



A.S.T.M. Desigii-atioii: D 278 -‘31 
Adopted, 19313 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 278; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . This method of test covers a pro- 
cedure for determining the alkalinity 
or acidity of pigment. 

Procedure 

2 . Shake a 20 -g. sample of the dry 
pigment with 200 ml. of distilled water 
for 5 min., let settle, filter through a dry 
filter paper into a dry beaker, discarding 


^ Under the standardization procedure of tbe Society 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Prodiicts. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1928 to 1931. Editorially revised 
and rearranged in 1939. 


the first 10 ml. of the filtrate. Transfer 
100 ml of the clear filtrate to a flask, 
add 3 drops of methyl orange solution 
(prepared by dissolving 1 g. of methyl 
orange in 1 liter of distilled water), and 
titrate to the end point with H2SO4 solu- 
tion (0.02 N) if alkaline, or NaOH or 
NaaCOs solution (0.02 N) if acid. 

Calculation 

3 . Calculate alkalinity to milligrams 
of NaOH in 1 g. of the sample. Calcu- 
late acidity to milligrams of NaOH 
required to neutralize 1 g. of the sample 
(1 ml " of exactly 0,02 N solution is 
equivalent to 0.0008 g. of NaOH). 
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Sta7tdard Methods of 

SAMPLING AND TESTING ALUMINTJAI POWDER AND PASTE* 



A.S.T.M. Designation: D 480— 44 ■ 

Adopted, 1944 A 

This Standard of the American Society for Testing I^faterials is issued under 
the fixed designatioiii D 480; the final number indicates the ^ year of original 
adoption as standard or, in the case of revision, the year of ' last revision. 


Scope 

1, These methods cover the procedure 
for the sampling, qualitative analysis, 
and physical testing of aluminum powder 
and aluminum paste for paint. 

Sampling 

2. (a) Subject to mutual agreement 
between the seller and the purchaser, 
one package shall be taken as a repre- 
sentative sample from each lot of 1000 
packages or fraction thereof. Whenever 
possible, the original unopened package 
of the material to be tested shall be- sent- 
to the laboratory. If it is not possible 
to send the original package, the inspec- 
tor representing the purchaser shall 
thoroughly mix the contents .of the 
container and take a sample of not less 
than 0.5 lb. (0.227 kg.). This sample 
shall be placed .in a clean, dry, metal or 
glass container which shall be nearly 
filled, then closed with a tight cover,- 
.sealed,. marked, ...and sent to the labora- 
tory for test. 

i Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Com,mittee B-l on Paint, Varnish, Lacquer, and Related 
Products. 

.Prior to adoption as standard, these methods, were 
published as tentative from. 193S to 1944, being revised la 
1941 and 1942. 


{h) When requested, a duplicate.sam-- 
pie may be taken from the same package' 
and delivered to the seller, and the in- 
spector may take a third sample to hold 
for test in case of disagreement. 

Qualitative Analysis 

3. {a) Aluminum Peiedigr.— Wash ap- 
proximately 0.5 g. of the aluminum 
powder with ether to remove' most of the 
fatty or oily matter. Place the powder 
in a beaker and add 50 ml of diluted 
HCl (1:1). If an appreciable amount of 
insoluble matter remains after the 'ad- 
dition of the acid, the pow’-der does not 
conform to the specifications. Dilute a 
portion of the HCl solutio.o and saturate 
with H 2 S. No .appreciable precipitate 
should form with pure aluminum powder. 
To another portion of the HCl solution 
add a. slight excess of NH 40 H.(sp. gr. 
0.90). and note the characteristic .pre- 
cipitate of Ai(OH )3 (Note). 

. {h) Aluminum Paste . — Volatilize the 
.solvent from an ..approximately 0.5-g. 
sample of the .aluminum paste, wash the 
residue with ether to remove most of the 
fatty and oily matter. Treat the sample 
in accordance, .with .the procedure de- 
'.scribed' in Paragraph {a) (Note). 
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Tests JOE ALTjMEroM Powder and Paste (D 480 - 44) 


XoTE— In general these qualitatl w tests will 
suffice, but if doubt exists as to the purity of the ■ 
powder or paste, a complete qualitative analysis 
shall be made. If the qualitative analysis 
indicates impurities in excess of the amount- 
peniiitted, the total inipurities shall be de- 
termined in accordance with the ' Standard 
Methods of Chemical Analysis of Aluminum and 
Aluminum-Base Alloys (A.S.T.M. Designation: 
E34).^ 

■Leafiag Properties 

4 . (a) A ppamius , — The apparatus shall 
consist of, the following:- 

(1) SpaMa.'—A polished steel spatula, 
having the following dimensions: 

Length of blade not less than 5.5 in. 

Width of blade. 0.540 =h 0.002 in. 

Thickness of blade: 

1 cm. from tip 0.013 ± 0.003 in. 

10 cm. from tip 0.038 ± 0.004 in. 

( 2 ) Tesi Tube, — A test tube 6 in. in 
length by | in. in diameter. 

(3) ' Class Cylinder , — A glass cylinder 
8 in. in length and I 5 to 2 in. in inside 
diameter. A cork stopper shall be used 
and the spatula shall be attached to the 
cork so as to hang vertically in the 
cylinder with the tip about 1 in. from the 
bottom. 

(b) Teagents.— The following reagents 
will be required: 

(1) Coumarom-Indene Resin having 
the following properties: 

Melting point. .... 127 to 137. C. 

Specific gravi ty 1 . 07 to 1 . 09 

Acid number, mas. 0.5 . 

(2) Petroleum Spirits conforming to 
the Standard Specifications for Petro- 
leum Spirits (Mineral Spirits) (A.S.T.M. 
Designation: :D .2v85) of the American 
Society for Testing Materials,^ and '.in 
addition having the following properties: 

Specific gravity at 60 F 0.793, to 0.795 , 

Surface tension at 70 F., min. 27.0 dynes per cm. . 

s Book of A.S.T.M. Methtxis of, Chemical Analysis 
of Ji’eta’s. 

« Appears in this publication, see Contents in.N'umeric 
Sequence of A.S.T.M. Designations at front of book. 


(c) , Preparation of , Leaf- T esiing Vehi- 
cle , — The resin sliali be ground to pass a- 
No. 100 (i49-micron) sieve. A' solution 
shall be prepared by dissolving 30 g. .of 
the resin in 100 mi. of petroleum spirits, 
while heating gently. ; The ^ specific 
gravity .of the solution shall be between 
0.875 and 0.882 at 60 F. It : shall be 
allowed to settle and the clear portion, 
retained for use. 

(d) Weight of Sample , — Unless other- 
wise specified, the weight of sample shall 
be as follows: 


Classification 

A.S.T.M. 

Designation® 

Type* 

Weight 

of 

Sample 

g. 

Aluminum powder 

D 266 1 

A 

B 

2 

1 

Aluminum paste 

D 474 1 

A 

B 

1.5 


1.5 


These designations refer to the following specifica- 
tions of the American Society for Tesi'ng Materials: 

Standard Specitications for Aluminum Powder for 
Paints (Aluminum Bronze Powder) (A.S.T.M. Designa- 
tion: D 266);* and 

Standard Specifications for Aluminum Pigment Paste 
for Paint (A.S.T.M. Designation: D 474).* 

® Type A aluminum pigment is known commercially 
as “standard fineness” and type B as “extra fine lining.” 

(c) Procedure (Note). — Make the test 
at a room temperature of 25 d= 2 C. 
Place 5 ml. of the leaf testing vehicle in 
the glass cylinder and cover with a watch 
glass, then transfer 25 ml. of the vehicle 
to a clean container. Weigh the re- 
quired sample of aluminum powder or 
paste to the nearest 0.01 g. and transfer 
to a small dish. Add about 2.5 mi. of 
the 25 ml. quantity of vehicle and mix 
to a stiff paste with a spatula or small 
stiff brush. Add approximately 5 ml 
more of the vehicle and stir to a smooth 
mixture, then add the remainder of the 
vehicle and continue stirring to obtain 
complete dispersion. Immediately 
transfer enough of the mixture to the 
test tube to give a depth of about 11 cm. 
when the specified spatula is immersed. 


Tests FOR ' AtiJMiNUM Powder and Paste (D 480,-44) 
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Any bubbles on the surface of the liquid 
may be removed by dipping and with-- 
drawing the end of the spatula a few 
times. Dip the spatula to the bottom 
of the mixture and rotate it gently 
through an arc of about 90 deg. for 10 
sec. Formation of bubbles shall be 
avoided. Withdraw the spatula at a 
uniform rate of not less than 5 cm. per 
sec. The spatula should not touch the 
wall of the test tube above the liquid 
level. Use a stop watch to time the 
speed of withdrawal. Immediately sus- 
pend the spatula vertically in the glass 
cylinder and allow to remain for 3 inin. 
Measure the height of immersion and the 
height of complete leafing on both sides 
of the spatula, measuring to the bottom 
of the meniscus in each case. 

Clean the spatula by rinsing it in 
petroleum spirits and wipe dry with a 
clean cloth. Stir the mixture in the 
test tube and repeat the determination. 
Make five determinations in all. 

(/) Calculation and Report.— (1) Cal- 
culate the leafing value as follows: 

Leafing lieigbt of complete leafing 

value = — , “7 : X ^^9 

height of immersion 

(2) Report the average of the five 
determinations as the leafing value of 
the pigment (Note). The limit of accu- 
racy of this test is plus or minus 5 per cent 
of the leafing value. Report the weight 
of sample taken for the leafing test. 

Note.— -The leafing test conditions specified 
are selected arbitrarily, and even though the 
numerical leafing value obtained by this test 
appears to be low, the pigment may give sub- 
stantially perfect leafing . under the conditions 
of practical application in a paint. 

Brushing, Smoothness, Luster, and Gen- 
eral Ap.pearance , 

5. (a) Ahiminum Powder . — Compare 
the sample of aluminum powder to be 
tested with a sample mutually agreed 


upon by the purchaser .and the seller. 
Prepare separate mixtures of each of, the 
samples, using the same .vehicle, in, ac- 
cordance with the procedure described in 
the test for lea.fing properties in Section 
4. Allow the mixtures to stand .for 2 , hr. 
after the first stirring. , ' Then stir , each 
thoroughly again and apply by brushing 
to a clean, smooth glass, or metal .sur- 
face and also to white index cards of .good 
quality. Allow the coatings to dry in a 
nearly vertical position, and by ,, visual 
inspection compare the smoothness, 
luster, and general appearance of each 
coating. 

{b) Alntniniim Compare the 

sample of aluminum paste to be tested 
with a sample mutually agreed upon by 
the purchaser and the seller. Prepare 
separate mix tures of each of the samples, 
using the same vehicle, in accordance 
wuth the procedure described in the test 
for leafing properties of aluminum pow- 
der in Section 4, using 10 g. of type A 
paste and 6 g. of type B paste. Allow 
the mixtures to stand for 10 min. af- 
ter the first 'stirring. Then stir each 
thoroughly again and apply by brushing 
to a clean, smooth glass or metal sur- 
face and also to white index cards of good 
quality. Allow the coatings to dry in a 
nearly vertical position, and by visual 
inspection compare the smoothness, 
luster, and general appearance of each 
coating. 

Coarse Particles 

6. (a) Alumimim Powder . — ^Fill two 
straight-wall containers approximately 
12 in, in diameter to a depth of 
not less than 4 in. , with petroleum 
spirits, and fill a third similar container 
to a depth of not, less than 3 in. with 
acetone. The ' petroleum' spirits used 
for the test shall conform to the Stand- 
ard Specifications for Petroleum Spirits 
(Mineral Spirits) (A.S.T.M. Designa- 
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TEStS: fOR .Alumihum Powder and Paste ,(D480.- 44) 


tion: D 235)/ aBd .acetone shall ■ 
conform to the Standard Specifications 
for Acetone , (A.S.T.M. . Designation: 
D 329) ' .of the : American Society for 
Testing ...Materials.^ Weigh 5 g. of the 
sa.mpl:e, transfer to a 250-mL beaker,- 
and add in small portions a total of 
about 150 ml. of petroleum spirits, 
mming ikoroughly to a uniform con- 
sistency after each addition. Clamp a 
standard sieve® 8 in. in diameter just 
above the level of the petroleum spirits 
in the first container and pour the sam- 
ple on the sieve, using a No. 100 (149- 
micron) sieve for type A powder and a 
No. 325 (44-micron) sieve for type B 
powder. Rinse the beaker with clear 
petroleum spirits and transfer the rins- 
ings to the sieve. Holding the sieve at a 
slight angle, shake it backward and 
forward, working the sieve alternately 
just under and just above the level of 
the liquid. It is important that the 
material be thoroughly sieved in each 
container. After the bulk of the sample 
has passed through the sieve (time re- 
quired usually about 2 min.) repeat the 
procedure in the second container for 
about 2 min. When it is evident that 
practically none of the residue on the 
sieve is passing through it, repeat the 
procedure in the acetone container for 
about 2 to 3 min., until nothing more 
passes through the sieve. Rinse the 
sides of the sieve with a small stream 
of acetone, and collect the residue at one 
side of the sieve. Transfer the residue 
to a dried and weighed aluminum cup 
or small evaporating dish with a small 
stream of acetone, using not less than 
15 to 25 ml. Place the aluminum cup 
or dish in an oven, evaporate to dryness 
at 105 to 110 C., and continue heating 
at this temperature for 15 min. (Cau- 


5 Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves for Testing Pur- 
poses (A.S.T.M. Designation: Ell), see p. 1237. 


Hob: Bo not close the door of the oven 
•while evaporating the acetone, as there 
is danger of explosion or flash of acetone 
vapor.) Cool the dish and weigh. 
Calculate the residue . retained on the 
sieve from the increase in weight' as 
follows: 


Residue retained 

on sieve, per cent — 


wt. of residue ^ 
wt. of sample 


Note i . — ^The end point of the sieving is 
easily observed after a few tests have been made. 
The total time for actual sieving should not be 
more than 15 min. No brush or other aid shall 
be used during the sieving. It is necessary that 
ail lumps of pigment be thoroughly dispersed in 
the petroleum spirits while in the beaker before 
transferring to the sieve. 

Note 2, — Results tend to increase as the 
acetone becomes fouled with particles of powder. 
It is therefore important to filter the acetone 
regularly. 

Note 3. — A correction factor shall be applied 
in the case of sieves used in the test that have 
not been certified by the National Bureau of 
Standards. Sieves having a correction factor 
above 1.2 or below 0.8 should not be used. 
The correction factor may be calculated as 
follows: Determine the coarse particles of a 
sample on a master sieve certified by the Na- 
tional Bureau of Standards following the proce- 
dure described in Paragraph (a). Sieve the 
same sample on the unknown sieve by the same 
procedure. Assuming that the residue retained 
on the certified sieve is 1.0 per cent, and that the 
residue on the unknown sieve is 1.2 per cent, 
then the correction factor is 0.833. 

(5) Aluminum Paste . — Determine the 
percentage of coarse particles in alu- 
minum paste in accordance with the 
procedure described in Paragraph (a), 
using a No. 325 (44-micron) sieve for 
all types of paste. 

Easily ' Extracted Fatty and Oily Matter 

7. (a) Aluminum Powder.— Weigh 

accurately approximately 2 g. of the 
sample, transfer to a 200-ml, volumetric 
flask and add about 50 ml. of redistilled 
acetone. The acetone used for this 
test shall conform to the Standard 


Tests, FOR. Aluminum Powder and Paste ■ (D 480 - 44) 
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Specifications for Acetone (A.S.T.M. 
Designation: D 329) of the American 
Society for Testing Materials.^ Heat 
the mixture to boiling, agitating oc- 
casionally, cool, fill to the mark with 
acetone and mix. Allow the mixture 
to settle, draw off about half of the 
supernatant ; liquid, and filter through 
dry paper. Discard the first 10 ml. of 
the filtrate, transfer 100 ml. of the clear 
filtrate to a weighed dish, evaporate 
the acetone at a temperature not above 
75 C., heat the dish for 15 min. in an 
oven at 105 to 110 C., cool, wxigh, and 
calculate the percentage of fatty and 
oily matter. 

Note. — This is an arbitrary method and 
the details of the test procedure shall be strictly 
followed. 

{h) Aluminum Paste , — Determine the 
percentage of easily extracted fatty and 
oily matter in aluminum paste in ac- 
cordance with the procedure described 
in Paragraph {a). 

Stability 

8. Aluminmn Paste , — Add 1 ml. of 
water to a |-pt. tin-plated container 
approximately in. in diameter and 2 
in. in height, provided with a double- 
friction type seat cover (Note 1). 
Place the cover loosely on the container 
and heat in a low- temperature oven until 
the water is vaporized, remove from 
the oven, and cool so that the water will 
condense on the surface of the can. 
Weigh 100 g. of the paste and place in 
the container, with a minimum dis- 


turbance of the droplets of water. By 
means of a spatula, break up the paste 
so as to provide maximum exposure to 
the moisture. Place the cover on the 
can and seal tightly. Heat in a thermo- 
statically-controlled oven at 45 i 0.5 
C. for a period of 24 hr. Mix the paste 
which has been heated in the presence 
of moisture, with varnish in the pro- 
portions of 10 g. of type A paste, or 6 
g. of type B . paste, with 40 ml. of 
varnish (Note 2). The resulting paint, 
when brushed on metal or glass panels 
and allowed to dry in a vertical position, 
shall present the brilliant, lustrous sur- 
face which is characteristic of an accept- 
able aluminum paint. The finish shall 
be practically equivalent to the finish 
obtained from a mixture prepared with 
a sample of the same paste without the 
addition of water and heating. 

Note 1. — It is important that the size of the 
container used shall be as specified. 

Note 2. — A varnish conforming to the 
Federal Specification for Mixing Varnish for 
Aluminum Paint (TT-V~81a) is suitable for this 
purpose. 

Nonvolatile Matter 

9. Aluminum Puxfe.— Weigh 5 g. of 
the paste into a tared evaporating dish. 
Heat in an oven at a temperature of 105 
to 110 C. for 3 hr., cool, and weigh. 
Calculate the percentage of nonvolatile 
matter in the sample from the loss in 
weight, as follows: 

Nonvolatile matter, per cent = 

wt. of r esidue _ . ^ 
wt. of sample ^ 



Standard Methods of 

ANALYSIS OF ALUMINUM SILICATE PIGMENT* 



A.S.T,M, Designation: D 718 - 45 
Adopted, 1945.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 718; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the proce- 
dures for the chemical analysis of 
aluminum silicate pigment. 

Silicon Dioxide 

Procedure 

2. {a) Transfer 1 g. of the sample 
to a platinuni crucible and fuse with 5 
g. of Na 2 C 03 , starting the fusion over a 
small flame, then increase the heat 
gradually until the entire contents of the 
crucible are in a molten state, and con- 
tinue heating for 20 min. Keep a 
close-fitting cover on the crucible during 
the fusion. When the fusion is complete, 
allow the crucible and contents to cool, 
and transfer to a 600-mL porcelain 
casserole containing 200 ml. of water 
(Note). Boil until the melt is dis- 
integrated. 

Note. — If, during the cooling period, the 
crucible is partially immersed several times in 
cold water to chili the outer portions of the 
melt, the subsequent removal of the melt is 
facilitated. Do not allow the water to enter the 


1 Under the standardi?:ation procedure of the Skwriety, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

® Prior to adoption as standard, these methods were 
published as tentative from 1943 to 1945, 


crucible while the contents are hot, because of 
possible spattering. 

(&) Remove the crucible and lid 
being careful to scrub and rinse out any 
adhering particles of the melt. Care- 
fully acidify the contents of the casserole 
with HCl (sp. gr. 1.18); introduce the 
HCl (sp. gr. 1.18) in small portions, 
keeping a watch glass over the crucible 
in order to avoid loss by spattering. 
Add 30 ml. of HCl (sp. gr. 1.18) in 
excess and evaporate to dryness on a 
steam bath, care being taken to break 
up any crusts which form. When the 
material appears completely dry, and 
no odor of HCl can be detected, remove 
the casserole from the steam bath, and 
allow to cool. 

■ (c) Wash' down the sides of the, casse- 
role with' 20 ml. of HCl (sp. gr. , 1.18) 
and then with water. Repeat the evapo- 
ration as described in Paragraph (5), 
then bake for 1 hr. in an oven at 105 C. 
Cool' the residue,, drench with ,25 ml. of 
H,Cl (sp. gr. 1.18), add 175 ml, of water, 
and warm, while stirring,, until, all soluble 
■salts are dissolved. Filter off the silica 
on a close-texture paper, wash five times 
with HCi. (1'.20), wash ;,fi.ve times' w,'ith 
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liot, water, and reserve the filtrate for 
tlie determination of . alum.inu.m oxide- 
(SeGtioii 4). 

(d) Transfer the paper and washed 
silica to. a clean- platinum .crucible, 
ignite, . first gently until the filter paper 
is consumed, and then at 1200 C. for 
20' min., cool, and weigh. Mo.isten the 
residue .with water, add. . 5 drops of 
H2SO4 (sp. gr. 1.84), and 15 ml. of HF. 
Evaporate to dryness on a steam bath, 
heat gently until H2SO4 has been ex- 
pelled, and ignite at 1200 C. for 5 min. 
Cool and weigh. The loss in weight 
represents the Si02. 

(e) Calculation, — Calculate the per- 
centage of silica as follows : 


Si02, per cent 


wt. of SiOg 

X 100 

wt. of sample 


- Aluminum Oxide 
Reagents 

3. (a) Stannous Chloride Solution . — 
Dissolve 5 g. of SnCb * 2H2O in 10 ml. 
of HCl (sp. gr. 1.18), and dilute to 100 
ml. with water. Add scraps of iron-free 
granulated tin, and boil until the solu- 
tion is clear. Keep the solution in a 
closed dropping bottle containing 
metallic tin. 

(b) Stdfuric - Phosphoric Acid 
Mixture. — Add slowly, while stirring, 150 
ml. of H 3 PO 4 (sp, gr, 1.71, 85 to 88 per 
cent) and 150 ml. of H 2 SO 4 (sp. gr. 1.84) 
to 500 ml. of water, dilute to 1 liter 
with^ water, and mix. 

{c) Dipkenylamine Indicator Solution. 
— Dissolve 1 g. of diphenyiamine in 
100 ..ml of H2SO4 (sp. gr. 1.84). ; ' 

{d) M ercuric Chloride Solution 
(Saturated). 

(e) Standard Potassium Dichromate 
‘Solution (0.05 A).— Dissolve 2.457, g. 
of K 2 Cr 207 in water and dilute to 1. liter. 
Standa,rdize against National Bureau of 
Standards’ standard sample No. 27b 
of Sibley iron ore, using such an amount 


as -to .give .approximately the same.titra-' 
tion as the samp.ie to be analyzed, 

Procedure 

4. (a) If a,n apprec.iable residue, re- 
mains after the treatment with TIF in 
accordance with Section 2 ,(d),.fu.s-e... the. 
residue with a small amount of K4S2O7' 
until it is dissolved. Leach the pyrosul-.^ 
fate melt out of the crucible with water 
and combine the solution, with . 'the- 
filtrate reserved in accordance: with 
Section 2 (c). 

(b) Bring the volume of the combined; 
solution to 250 m!., and," if necessary, 
add HCl in order, to insure a total of 10 to 
15 ml. of HCl, add a few drops of methyl 
red indicator solution, and heat to boiling. 
Add NH4OH (sp. gr. 0.90) drop by drop 
until 1 drop changes the color of the solu- 
tion to a distinct yellow. Reheat the so- 
lution containing the precipitated hydrox- 
ides to boiling, boil for 1 or 2 min., and 
filter. Wash the precipitate once by de- 
cantation and then slightly on the filter 
with hot NH4CI (20 g. per 1.). 

(c) Transfer the precipitate and paper 
to the original beaker in which the pre- 
cipitation was made. Dissolve the 
precipitate in hot HCl (1:3), dilute 
to 100 ml, and precipitate again as 
described in Paragraph (b). After filter- 
ing, wash the precipitate ten times wdth 
small portions of hot NH4CI (20 g. 
per 1.). Transfer the precipitate to a 
weighed platinum crucible, heat slowly 
until the paper is charred, and finally 
ignite to constant weight at 1050 to 1100 
C. in an electric furnace or over a burner, 
care being taken to avoid, reduction.. 
Weigh, the precipitate as A!203,,'-f FeaOg. 

(d) Determine the percentage of 
Fe203 alone as follows and subtract 
from, the percentage, of AI2O3 -f Fe203 
to 'obtain the ..percentage of AI2O3: 
Transfer a separate sample of 1 g. to 
a 250-mL, beaker,’ add ,- 20' mi. of cold 
water, stir, and add 10 mi. of HCl 
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(sp. . gr. 1 .18) . , : Warniy and grind the 
sample .with the flattened end. of a glass 
rod Eiitii .; decomposition is complete. 
Dilate .the solution .to 50 .niL, heat to 
boiling, and add 5 ml. of HCl (sp. gr. 
1.18). Add SiiCis solution drop by 
drop, w^hile stirring, until the solution 
is decolorized, and then add 1 drop 
more. Cool the solution to room temper- 
ature, wash down the inside of the 
beaker with water, and add at one 
stroke 10 ml. of cool HgCla solution 
(saturated). Stir the solution vigorously 
for 1 min., add 15 ml. of H2S04-H3P04 
mixture, and then add 3 drops of di- 
phenyiamine indicator solution. Dilute 
the solution to 150 ml. with cold water. 
Titrate with 0.05 N K2Cr207 to an 
intense deep-blue end point that re- 
mains unchanged on further addition 
of 0.05 AKsCrgOr. 

(e) Calculation. — Calculate the per- 
centage of ilbOs as follows: 

A 

AI 2 O 3 -f PejOa, per cent ~ "T X 100 

B 


■ {h) Calculation. the per- 
centage loss onignition as follows: 

Loss on ignition, per cent = 


wt- decrease of sample after ignition 
wt. of sample 


X 100 


Moisture and Other Volatile 
Matter .. , 

Procedure 


6. {a) Transfer 1 g. of the sample to a 
wide-mouth short weighing bottle pro- 
vided with a glass stopper. Heat, with 
the stopper removed, for 2 hr. at 105 
± 2 C., insert the stopper, cool, and 
weigh. 

{h) Calculation.--— CdXcxA-ditt the per- 
centage of moisture and other volatile 
matter as follows : 

Moisture and other 
volatile matter, per cent ~ 


wt. loss on heating 
wt. of sample 


X 100 


Coarse Particles 


Fe203, per cent — 


DC X 0.0798 
B 


X 100 


{Total Residue Retained on a No, 
325 {44-micron) Sieve) 


AI 2 O 3 , per cent = 

(AI2O3 4 - Fe203, per cent) — Fe^Oa, per cent 
where ; 

.4 = weight of AI2O3 + Fe203, 

B = grams of sample used, 

C = milliliters of K2Cr207 required to 
titrate the sample, and 
D — normality of the K2Cr207. 

Loss ON Ignition 
Procedure ' 

5. (a) Transfer an accurately weighed 
portion of the sample (about i g.) to a 
previously ignited, weighed porcelain 
crucible, and ignite at 900 to 1000 C. 
for 20 min. Cool in a desiccator, and 
weigh. Heat again for 5 min. to check 
the loss in weight. 


Apparatus 

7. Sieve. — A No. 325 (44-micron) sieve 
conforming to the Standard Specifica- 
tions for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) of the 
American Society for Testing Materials,® 
shall be used. 

Procedure 

8. {a) DryaNo. 325 (44-micron) sieve 
in an oven at 105 to 110 C., cool, and 
weigh accurately. Transfer 10 g. of the 
sample to a mortar, moisten with alcohol, 
add 100 ml. of water, thoroughly mix by 
gentle pressure with the finger to break 
up air lumps, and wash through the 
sieve with a gentle stream of water, 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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brasMng gently , with a camel-hair 
brush until nothing more passes through 
the sieve. Dry the sieve for 1 hr. at 
105 to . 110 C.j. coolj and weigh. 

(b) Calculation , — Calculate the per- 
centage of coarse particles as follows: 

Coarse particles^ per cent — 

wt. increase of sieve 

^ X 100 

wt. of sample 

Color 

Standard Pigment 

9. {a) Standard Extender PigmenL 
{b) Standard Zinc Oxide, 

Procedure 

10. Carefully weigh out the proportion 


of the .standard extender pigment and 
standard zinc,: oxide ..imitualy agreed 
upon, and .rub up to.a^ fairly stiff' paste 
with a glass mulier on a glass plate or 
stone slab with raw linseed oil conform- 
ing to the Standard Specifications for 
Raw Linseed Oil (A.S.T.M. Designa- 
tion: D '234) of the American Society 
for Testing Materials.® Note the volume 
of the oil required. Prepare a similar 
paste with the sample using the same 
weight of pigment, volume of oil, and 
number of strokes of the glass mulier as 
used in the preparation of the paste of 
the standard pigments. Spread the 
pastes adjacently on a microscope slide, 
draw a scraper lightly across them so as 
to present them on an even plane, and 
judge the color immediately. 
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; ; ; ; . A«S»T*M. Designation: D 715 - 45 

Adopted, 1945.^ 

This Standard of the American Society for- Testing Materials is issued under 
the fixed designation,, D 7i5;,‘tlie finarnumber .indicates the year of origiiia! 
adoption as standard, or, in the case of -revision, the year of last revision. 


Scope 

1. , These methods .cover .the procedures 
for the clie,mical analysis of- barium 
..sulfate pigments. 

: , Barium. S uL.-F.ATE ■ 
Procedure 

2. (a) : Transfer 0.5.00,0 g. of the sample , 
to a platinum crucible, add 3 - g. of 
Na 2 C 03 , mix thoroughly, and. fuse until 
the melt is clear. Allow the melt to 
cool, and, th.e.n leach in a platinum dish: 
with hot water, until it .is entirely dis- . 
integrated. Filter on a close-texture 
paper and wash thoroughly with hot ,' 
Na 2 CG 3 „ ,(30 ,. g. ... per . 1.) . , ■ 

{b) Transfer the , filter paper contain- 
ing the insoluble carbonates to a 250-ml. 
beaker, ■a.nd , acidify -with HO (sp. .gr. 
1.18). Wash the fusion crucible -with.. 
HCl (sp. gr. 1.18) so that no. barium is;' 
lost. Boil ' the solutio.H,. filter :.i.nto a 600- 
mL beaker, and wash well with - 'water. 
Add methyl red indicatory- and , add . 


NH 40 'H (sp. gr. , 0.90) , until the solution 
■is. slightly alkaline. Add 6 mi. of HCl 
(1 :1), and dilute to, 300 ml. ,„ 

■ Heat ,tlie soliit,ioii to boiling, and 
add 5 ’ ;g. ..of (NH 4 ) 2 S 04 dissolv.ed in 40 
' ml. ■' of ' water. , If low-grade material is 
being analyzed, the (NH, 4 ) 2 S 04 solution 
should be added, d.rop- by drop from, a 
burette ,to minimize inclusion. .If the 
barytes, is a,ra,tlier pure product (95" to 
-99 - per cent BaS 04 ) this is not neces- 
sary,., since the only, non vo.iatile con- 
stituents of the solution will be barium - 
salts. Allow, the precipitate of.,BaS 04 
to digest .for. 4 hr. or .overniglit, and filter 
through a close- texture., paper.® Wash 
' the precipitate with as little cold water 
as possible (consistent with the purity of 
-the precipitate)y ignite in an. oxidizing 
.atmosphere, and .weigh ..as BaS 04 . . 

{d) Calculation , — Calculate the fier- 
centage -of. BaS 04 . .as. follows: - 


BaS 04 i, per cent 


wt,,.of BaSOi 
-w,t. of sample 


X 1.00. 


1 Under the standardization procedure of the Society,, 
these methods are under the jurisdiction of the A S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, .and Re-lated 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1943 to 1945. 

* No. 602 S & S blue ribbon or Whatman No. 2 filter 
paper is suitable for this purpose. 


, Fe.rric .Oxide 
Apparatus . 

3. \ Colorimetric , Nessler 
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t 5 ^e ■ or. .other similar ,100~mL colori- 
metric: tubes, will, be required. 

Reagents , 

4 . ' (a) Potassium Permanganate SoIu~ 
lion (OJ g, pert), 

(b) Ammonmm Thiocyanate Solution 
{76Jg.perl,,lN). 

: (c) .Standard Iron Solution (100 ml, 
= 0,00002 g. Dilute and divide 

a ferric solution of known iron content 
so as to obtain 0.0004 g. of iron. Dilute 
the solution to 2 i. -with’ water contain- 
ing 200 ml of iron-free, c.p.' H 2 S 04 . ' 

(d) Standard Color Solution . — ^^Mix 
thoroughly 10 parts by volume of am- 
monium thiocyanate (76.1 g. per 1.) 
and 90 parts by volume of standard 
iron solution (100 ml = 0.00002 g. 
Fe). One hundred milliliters of the 
solution will thus contain 0.000018 g. 
of Fe. 

Procedure 

5. (a) Dissolve the soluble portion 
of a 1 -g. sample in H 2 SO 4 ( 1 : 1 ) filter, 
and wash, keeping the volume of the 
solution under 100 ml. Oxidize any 
iron present in the filtrate by adding 
KMn 04 (0.1 g. per 1.) until a faint pink 
color is obtained. Dilute the solution 
to 100 ml. and pour into a burette 
graduated in O.l-mL divisions. 

(b) Pour * 100 ml. of the standard 
color solution into a 100-ml. colorimetric 
tube. Into a second colorimetric tube 
pour 10 ml of H2SO4 (sp. gr. 1.84) and 
10 ml. of NH4CNS (76.1 g. per L), 
dilute to 60 or 70 ml. and then add the 
sample solution from the burette until 
the depth of color thus produced on 
dilution to 100 ml. exactly matches that 
of the standard. Record the number of 
milliliters required. . 

' (c) ' CalculaMon—CKloildLit the per- 
centage; , of Fe-aOs as follows : ' 

^ X 1.4298 

Fe^Oa? per cent , = -r X 100 , 


where: 

A = grams of iron in standard, and 
B = grams of sample used. ,. 

Hydrogen Ion Concentration 

Procedure ' 

6. Transfer 25 g. of the sample to. a 
250 ml. beaker, add 100 ml, of water, 
and stir for 30 min. Allow the solid 
material to . settle, and determine the 
pH by any suitable method, preferably 
with a glass electrode , potentiometer 
(Note). 

Note. — T he determination, of pH is , con- 
sidered preferable to the dete,rmination of free 
acid by titration with standard alkali. 

Matter Soluble in Water 

Procedure 

7. (a) Transfer 2.5 g. of the sample to 
a graduated 250-mi. flask, add lOO ml. 
of water, boil for 5 min., cool, dilute to 
250 ml., mix, and allow to settle. Filter 
the supernatant liquid through a dry 
paper and discard the first 20 ml. 
Evaporate 100 ml. of the clear filtrate 
to dryness in a weighed dish, heat for 
1 hr. at 105 to 110 C., cool, and weigh. 

(b) Calculation . — Calculate the per- 
centage of matter soluble in water as 
follows: 

Matter soluble in water, per cent = 


where: 

A — grams of residue after drying, and 
B = grams of sample used. 

Moisture and Other Volatile . 
Matter 

Procedure 

8. (a) Transfer 1 g. of the sample to a 
wide-mouth, short weighing bottle pro- 
vided with a glass stopper. Heat, with 
the stopper removed^ for 2 hr. at 105 dh 
.2 C.,. insert .the stopper,. cool, and, weigh.. 
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(b) Calculation. — Calculate the per- 
centage moisture and other volatile 
matter as follows: 

Moisture and other 
■ volatile matter, per cent == 

wt. loss on heating 

~ X lUU 
wt. of sample 

Coarse Particles 

.{Total Residue Retained on No. 325 
{44-micron) Sieve) 

Apparatus 

9. Sieve.~A No. 325 (44-micron) sieve 
conforming to the Standard Specifica- 
tions for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) of the 
American Society for Testing Materials^ 
shall be used. 

Procedure 

10. (a) Dry a No. 325 (44-micron) 
sieve in an oven at 105 to 110 C., cool, 
and weigh accurately. Transfer 10 g. 
of the sample to a mortar, moisten with 
alcohol, add 100 ml. of water, thoroughly 
mix by gentle pressure with the finger 
to break up all lumps, and wash through 
the sieve with a gentle stream of water, 
brushing gently with a camel-hair 
brush until nothing more passes through 
the sieve. Dry the sieve for 1 hr. at 
105 to 110 C., cool, and weigh, 

(J) Ca/mtoio#.— Calculate the per- 
centage of coarse particles as follows: 

Coarse particles, per cent « 

wt. increase of sieve ^ 

; X 100 

Wt, of sample 

Free Silica 

..Reagent .. . 

11. (a) Heavy Liquid {sp. gr. 2.9). — ■ 
Dissolve 4 parts by weight of KI in 6 
parts of warm water, and add, while 
stirring constantly,. 5 parts of Hgl 2 . 

4 Appears in this publicatioDj, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Evaporate over a . hot plate or, gas flame, 
protected by screen : cloth, until a light 
crystalline scum forms. Cool, and filter 
through heavy paper. The solution will 
be of a clear, deep, amber color of about 
3.2 specific gravity. All filter washings 
showing a yellow color should be saved 
and evaporated. Determine the 3.2 
specific gravity accurately by means of a 
specific gravity bottle, and correct the 
solution to a specific gravity of 2.9 at 
room temperature by adding water. 
Prepare approximately 200 ml of the 
solution. 

Procedure 

12. (a) Carefully weigh 10 g. of the 
finely ground dry barium sulfate pigment 
and transfer to a carefully dried 125-mL 
clear glass separatory funnel of the long 
narrow type. Add 100 ml. of the heavy 
liquid (sp. gr. 2,9), stopper, and shake 
well to liberate any air bubbles which 
might adhere to the particles, and also 
to break up all agglomerates. Set the 
separatory funnel aside and allow to 
stand in a perpendicular position for 
2 hr., or for a sufficient time for the par- 
ticles to rise or sink. 

{h) Draw off the heavy particles 
through the stopcock into a beaker along 
with 75 ml. of the liquid. Add 50 mi. 
of fresh heavy liquid (sp. gr, 2.9) to the 
float particles and liquid remaining in the 
separatory funnel and repeat the pro- 
cedure as described in Paragraph {a). 

{c) Draw off the heavy particles along 
with 75 ml. of the liquid and add to those 
drawn off in accordance with Paragraph 
(a), leaving the float particles in the 
funnel Wash the particles remaining 
in the funnel with fresh heavy liquid 
(sp. gr. 2.9), filter through a No. 00 
paper, and wash free of solution with 
warm water. 

{d) Transfer the filter paper and silica 
to an ignition cup, dry, and ignite care- 
fully in an electric furnace or over a 
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flame to keep mechanical loss at a mini- represents the free silica in the floated 
mum. Weigh the floated material, and material. 

transfer to a tared platinum dish or (e) Calculation,- — Calculate . the . per- 
crucible. ’ Add 20 ml. of HF and 3 drops , centage of free SiOs as follows: 
of H 2 SO 4 ( 1 : 1 ), evaporate to dryness, 

and ignite carefully to expel all fumes. pree SiO^, per cent = — — — — X 100 

Cool and weigh. The loss in weight ^ 
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A.S.T.M. Designation: D 719 -45 
Adopted, 1945. * 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 7 19; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods cover the proce- 
dures for the chemical analysis of 
diatomaceous silica pigment. 

Loss ON Ignition 

Procedure 

2. (a) Transfer an accurately weighed 
portion of the sample (about 1 g.) to a 
previously ignited, weighed porcelain 
crucible, and ignite at 900 to 1000 C. 
for 20 min. Cool in a desiccator, and 
weighs Heat again for 5 min. to check 
the loss in weight. 

(6) Calculation . — Calculate the per- 
centage loss oil ignition as follows: 


of HCl (1:2), and boil for 5 min. Cool, 
dilute to 250 ml. with water, shake 
thoroughly, and allow to settle. Decant 
the solution through a dry filter, dis- 
carding the first 20 ml., and catch 100 
ml. of the subsequent filtrate in a volu- 
metric flask. Transfer the solution to a 
tared porcelain dish, and evaporate to 
dryness. 

ih) Calculation . — Calculate the per- 
centage of matter soluble in HCl as 
follows: 

Matter soluble in HCl, per cent = 

wt. of residue X 2.5 

— ^ X 100 

wt. of sample 


Loss on ignition, per cent = 

wt. decrease of sample after ignition 
wt. of sample 


Moisture and Other Volatile 
X 100 Matter 

Procedure 


Matter Solltle in Hydrochloric 
Acid 

Procedure 

3. {a) Transfer 2.5 g. of the sample to 
a 250-mL volumetric flask, add 25 ml. 

I Under the standardization procedure of the Sonety, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, .Varnish, Lacquer, and Related- 
Products. 

‘ Prior to adoption as standard, these methods were 
published as tentative from 1943 to 1945. 


4. (a) Transfer 1 g. of, the sample to a 
wide-mouth, short weighing .bottle pro- 
vided with a glass stopper. Heat, with 
the stopper removed, for 2 hr. at 105 
zk 2 C., insert the stopper, cool, and 
weigh* 

. . (5) Ca/cw/a/iVij.— Calculate .the ^per- 
centage moisture and: other :: volatile 
matter as foEows: 
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Moisture, and other 
volatile matter , per cent — ' 

wt. loss on heating 

—7—^ ^ X 100 

wt. of sample 

VoLTOE,, OF Settling in 
. Petroleum Spirits , 

Procedure 

5. Transfer 3 g. of the sample to a 
lOO-ml graduated cylinder. Add min- 
eral spirits, conforming to the Standard 
Specifications for Petroleum Spirits 
(Mineral Spirits) (A.S.T.M. Designa- 
tion: D 235) of the American Society for 
Testing Materials,® until a total volume 
of 100 ml. is obtained. Disperse the 
mixture by inverting the cylinder 50 
times, and then allow to stand for 1 hr. 
Read the volume of the settled pigment. 

Coarse Particles 

{Total Residue Retained on No, 325 
{44-micron) Sieve) 

Apparatus 

6. Sieve, — A No. 325 (44-niicron) sieve 
conforming to the Standard Specifica- 
tions for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) of the 
American Society for Testing Materials® 
shall be used. 

Procedure 

7. (a) Dry a No. 325 (44-micron) 
sieve in an oven at 105 to 110 C., cool, 
and weigh accurately. Transfer 10 g. 
of the sample to a mortar, moisten with 
alcohol, add 100 ml. of water, thoroughly 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book. 


mix by gentle, pressure with , the finger 
to break up all lumps, and wash .through 
the sieve with a ge.ntie .stream of water, 
brushing gently with a , camel-hair 
brush until nothing more., passes th,rough 
the sieve. ■ Dry the sieve for. 1 hr., .at 
105 to 1 10 C., cool, and we.i.gli. 

{b) Calculaiion , — Calculate ,, the. per- 
centage of coarse particles, as follows:. 

Coarse particles, per cent = 

w't. increase of sieve, . 

— r- — - X 100 

wt. of sample . ^ 

Color 

Standard Pigment 

8, "(a) Standard Extender Pigment, 

{b) Standard Zinc Oxide, 

Procedure 

9. Carefully weigh out the proportions 
of the standard extender pigment and 
standard zinc oxide mutually agreed 
upon, and rub up to a fairly stiff paste 
with a glass muller on a glass plate or 
stone slab with raw linseed oil conform- 
ing to the Standard Specifications for 
Raw Linseed Oil (A.S.T.M. Designation: 
D 234) of the American Society for 
Testing Materials.® Note the volume 
of the oil required. Prepare a similar 
paste with the sample, using the sa,me 
weight of pigment, volume of oil, ^ and 
number of strokes of the glass muller as 
used in the preparation of the paste of 
the standard pigments. Spread the 
pastes ad,jacentl.y on a microscope slide,, 
draw a scraper lightly across them, so ,as 
to present them on an even plane, and 
judge the color immediately* 



Standard Methods of 

ANALYSIS OF MAGNESIUM SILICATE PIGMENT^ 



A,S.T.M. Designation: D 717-45 

Adopted, 1945. ^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 717; the final number Indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the procedures 
for the chemical analysis of magnesium 
silicate pigment. 

Silicon Dioxide 

Procedure 

2, {a) Transfer 1 g. of the sample to a 
platinum crucible and fuse with 5 g. 
of NaaCOsj starting the fusion over a 
small flame, then increase the heat 
gradually until the entire contents of the 
crucible are in a molten state, and con- 
tinue heating for 20 min. Keep a close- 
fitting platinum cover on the crucible 
during the fusion. When the fusion is 
complete, allow the crucible and contents 
to cool, and transfer to a 600-ml. porce- 
lain casserole containing 200 ml. of 
water (Note). Boil until the melt is 
disintegrated. 

Note.— I f, during the cooling period, the 
crucible is partially immersed several times in 
cold water to chill the outer portions of the 
melt, the subsequent removal of the melt is 


^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M, 
Committee D-1 on Paint,. Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1943 to 1945, 


facilitated. Do not allow the water to enter 
the crucible while the contents are hot, because 
of possible spattering. 

{h) Remove the crucible and lid 
being careful to scrub and rinse out any 
adhering particles of the melt. Carefully 
acidify the contents of the casserole with 
HCl (sp. gr. 1.18); introduce the HCl 
(sp. gr. 1.18) in small portions, keeping a 
watch glass over the crucible in order to 
avoid loss by spattering. Add 30 ml. 
of HCl (sp. gr. 1.18) in excess and 
evaporate to dryness on a steam bath, 
care being taken to break up any crusts 
which form. When the material appears 
completely dry, and no odor of HCl can 
be detected, remove the casserole from 
the steam bath, and allow to cool. 

(c) Wash down the sides of the 
casserole with 20 ml. of HCl (sp. gr, 
1.18) and then with vrater. Repeat the 
evaporation as described in Paragraph 
(5), then bake for 1 hr. in an oven at 
105 C. Cool the residue, drench with 
25 ml. of PICl (sp. gr. 1.18), add 175 
ml. of water, and warm, while stirring, 
until all soluble salts are dissolved. 
Filter off the silica on a close-texture 
paper, wash five times with HCl (1:20), 
wash five times with hot water, and 
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reserve the filtrate for the determination 
of magnesium oxide (Section 3). 

(d) Transfer the paper and washed 
silica to a clean platinum crucible, 
ignite, first gently until the filter paper 
is consumed, and then at 1200 C. for 20 
min., cool, 'and weigh. Moisten the 
residue with water, add 5- drops of 
H2SO4 (sp. gr, 1 . 84 ), and 15 ml. of HF. 
Evaporate to dryness on a steam bath, 
heat gently until H2SO4 has been ex- 
pelled, and ignite at 1200 C. for 5 min. 
Cool and weigh. The loss in weight 
represents the Si02. 

(e) Calculation , — Calculate the per- 
centage of silica as follows: 

wt. of SiOi 

S 1 O 2 , per cent = X 100 

wt. of sample 

MAGNESixJivr Oxide 

Procedure 

3. (a) If an appreciable residue 
remains .after the treatment with HF 
in accordance with Section 2 (d), fuse 
the residue with a small amount of 
K4S2O7 until it is dissolved. Leach the 
pyrosulfate melt out of the crucible 
with water and combine the solution with 
the filtrate reserved in accordance with 
Section 2 (r). 

(b) Remove the iron and aluminum 
from the combined solutions by pre- 
cipitation with NH4OH and filtration in 
the usual manner, and follow with a 
double precipitation of calcium in the 
alkaline filtrate by ammonium oxalate 
in the usual manner.® 

(c) Acidify slightly the combined 
filtrates from the calcium precipitation 
(which should be adjusted to a volume 
of 400 ml.) with HCl, and add a ten-fold 
excess of (NH4)2HP04. If the solution 

® Reference may be made to the procedures described 
in Sections 9 and 13 of the Standard Methods of Chenucal 
Analysis of Portland Cement (A.S.T.M. Designation: 
C 114), see pp, 20 and 22. 


becomes alkaline, , add HQ , (1 : 1) , to 
keep the solution acidic. : When :the 
(NH4)2HP04 has completely, dissolved, 
add NH4OH (t :3) slowly, wMe stirring, 
until a precipitate begins to appear; 
this should occur at the time the solution 
becomes alkaline and can best be in- 
duced by rapid stirring and rubbing the 
sides of the beaker with the glass stirring 
rod. Continue stirring, and add NH4OH 
(1:3) until no further precipitation 
occurs. Add 50 ml. of NH4OH (sp. gr. 
0.90), and allow the solution to stand 
overnight. 

(d) Filter the solution on a close- 
texture paper, and wash with 'NH4OH 
(5:95). Carefully dissolve the magne- 
sium ammonium phosphate precipitate 
by alternately pouring through the filter 
HCl ( 1 : 3 ) and water. Catch the filtrate 
in a clean 400-ml. beaker, adjust the 
volume to 250 ml., and add 0.2 g. of 
NH4H2PO4. Add NH4OH ( 1 : 3 ) slowly, 
while stirring rapidly, until a precipitate 
begins to appear, and continue stirring 
until precipitation is apparently com- 
plete. Add 25 ml. of NH4OH (sp. gr. 
0.90) and allow to stand for 4 hr. 

(e) Filter the solution on a close- 
texture paper, and wash ten times with 
NH4OH (5:95). Transfer the precipi- 
tate wrapped in the moist paper to a 
weighed platinum crucible, char the 
paper slowly without allowing it to 
ignite, and burn the carbon off over a 
gradually increased flame which should 
never heat the crucible to more than the 
faintest red. Finally heat at 1000 to 
1100 C. for 30 mill., cool in a desiccator, 
and weigh as Mg'^PsOr. Repeat the 
heating to constant weight. 

(/) Calculation : — Calculate the per- 
centage of MgO' as follows: : 

MgO, per cent = 

wt., of, sample 
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, Loss. ON Ignition 
Procedure 

4. (d) ■ Transfer a.n accurately weighed 
.portion o,f the sample (about 1 g.) to a 
previoiis.ly ignited, weighed porcelain 
crucible, and ignite at 9€0 to 1000, C. for 
20 min... ' Cool, in a desiccator, and weigh. 
Heat agaiii' for 5 min. to check the loss 
in weight. 

(b) Cakidalion . — -Calculate the per- 
centage loss on ignition as .follows: 

Loss on ignition,, per cent == 

wt decrease of sample after ignition 

' ' . " , ''' ^ ^ X IvU 

\vt. oi sample 

Moistxjke and Other Volatile 
Matter 

Procedure 

5. (a) Transfer 1 g. of the sample to a 
wide-mouth, short weighing bottle pro- 
vided with a glass stopper. Heat, with 
the stopper removed, for 2 hr. at 105 ± 
2 C., insert the stopper, cool, and weigh. 

(i) Caia^/a/fo«.--“Calculate the per- 
centage moisture and other volatile 
matter as follows : 

Moisture and other 
volatile matter, per cent = 

wt. loss on healing 

^ X 100 

wt. 01 sjimple 

Coarse Particles 

(To id Residue Retained on No. 325 
(44-muron} Sieve) 

Apparatus 

6. Sieve . — A No. 325 (44-micron) sieve 
conforming tO; the Standard Specifica- 
tions for Sieves for' Testing Purposes 
(AS.T.M. Designation: E 11) of the 
American Society for Testing Materials,^ 
shall be used. 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Procedure 

■ 7. (a) Dry a No. 325 (44-micron) .sieve 
in an oven at 105 to 110 C., cool, . and 
weigh accurately. Transfer 10 g. of the 
sample to a mortar,, moisten with alco- 
hol, add 100 ml, of water, thoroughly^ 
mix by gentle pressure with the finger 
to break up all lumps, and wash through 
the sieve with a gentle stream of water, 
brushing gently with a camel-hair 
brush until nothing more passes through 
the sieve. Dry the sieve for 1 hr.; at 
105 to 110 C., cool, and weigh. 

(b) Calculation . — Calculate the per- 
centage of coarse particles as follows: 

Coarse particles, per cent =» 

wt. increase of sieve 

; X 100 

wt. of sample 

Color 

Standard Pigment 

8. (a) Standard Extender Pigment. 

(b) Standard Zinc Oxide. 

Procedure 

9. Carefully weigh out the proportions 
of the standard extender pigment and 
standard zinc oxide mutually agreed 
upon, and rub up to a fairly stiff paste 
with a glass muller on a glass plate or 
stone slab with raw linseed oil con- 
forming to the Standard Specifications 
for Raw Linseed :Oil (A.S.T.M. Designa- 
tion: D 234) of the American Society 
for Testing Materials.^ Note the volume 
of the oil required. Prepare a similar 
paste with the sample, using the same 
weight of pigment, volume of oil, and 
number of strokes of the glass muller 
'as used in the preparation of the paste 
of the standard pigments. Spread the 
pastes adjacently on a microscope 
slide, draw a scraper lightly across them 
so as to present them on an even plane, 
and judge the color immediately. 



Standard Methods of 
ANALYSIS OF l^IICA PIGLIENT* 



A.S.T.M. Designation: B 716-45 

Adopted, 1945 * ® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 716; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . These methods cover the procedures 
for the chemical analysis of mica pig- 
ments. 

Apparent Density 

Apparatus 

2. Volumeter . — A Scott volumeter or 
similar apparatus shall be used modified 
as follows: The screen used shall con- 
form to the* requirements of a No. 40 
(420-micron) sieve as prescribed in the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E ll) of the American Society for 
Testing Materials.^ The funnel below 
the screen shall be replaced by a conical 
funnel having a bottom opening 1 in. 
in diameter. It may be found necessary 
to replace the top glass baffle with one 
that is longer to insure all of the sifted 
mica being caught. 

Procedure 

Z. id) Transfer convenient quantities 
of the mica pigment to the funnel of the 

‘ Under the standardization procedure of the 
these methods are under the jurisdiction of the A.b 
Commiiiee 1) 1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1943 to 1945. ^ _ 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


modified volumeter, and brush the 
pigment through the screen with a 
camel-hair brush until the receiver is 
slightly more than full. Scrape off 
the excess, and weigh the pigment. 
Care must be taken not to jar the 
apparatus during the procedure. 

{h) Calciilaiion . — Calculate the ap- 
parent density of the mica pigment and 
convert to pounds per cubic foot. 

Report 

4. The average of three determinations 
shall be reported as the apparent density 
of the mica pigment. 

Reproducibility of Results 

5. The average of the three determina- 
tions shall check within 5 per cent. 

Moisture and Other ..Volatile 
Matter 

Procedure 

6. (u) Transfer 1 g. of the sample to 

a w.ide-mouth, short weighing bottle 
provided with a glass stopper. Heat, 
with the stopper removed, for ,2 .hr* at 
105 2 ' C., insert the .stopper,, cool, 

and weigh. 
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(b) Calctdaiimi.-"CQlailB.ie the per- 
centage . moisture and other volatile 
matter as follows: 

Moisture and other 
volatile matterj per cent = 

wt. loss on heating ^ 
wt. of sample 

^Grit , 

Apparatus 

7. (a) Beaker . — A 600-ml. low-form, 
beaker shall be used. , 

(b) Metal Tubing.— An L-shape metal 
tube (see Fig. 1) | in. in outside diameter 



! ,^Gbss Bearer 



Tube Drilled to 0J73'’<fbm. 

Wo.17 Drill) for in Vepih 

Fig. 1. — Grit Test Appa.ratus. 

with a foot 1 in. in length. The foot of 
the tube shall be drilled to 0.173 in. 
(No, 17 drill) in inside diameter for a 
depth of I in. The tube shall be placed 
in the beaker with the long arm in the 
vertical position, and the foot of the L 
parallel to the bottom of the beaker and 
perpendicular to the radius of the bottom 
at a point such that there is about ^-in. 
clearance betw^een the tubing and both 


the bottom, and side of the beaker. 
The center of the foot shall be placed 
90 deg. from the lip of the, beaker.. ■ 

Procedure 

.8. (a) Transfer 10 g. of the sample to 
the 600-mi. beaker, add, 100 ,mL of 
water, and. .swirl, the beaker until the 
mica is dispersed. Insert the 'metal 
tubing into the beaker as. described in 
Section 7, (5) and connect the upper end 
to a water, faucet. , Regulate the flow 
of water by a constant 'head to a rate of 
800 ml. per; m,in., over 'the^ ^lip of the 
beaker. , , When the elutriation' has , pro-, 
gressed so ^that .the body of the; water in 
the beaker is clear, stop the flow, and 
lower the water level to prevent spilling. 

{h) Swirl the' beaker again, to. bring 
the remaining mica pigment into sus-. 
pension and repeat the, elutriation. pro- 
cedure as described in Paragraph {a) 
three times. After final clearing, decant 
part of the water, and . filter the residue. 
■Transfer the. .paper and . residue . to a 
weighed crucible, and ash slowly, cool, 
and weigh. 

■ (c) Calcidaiion —Cdlciiliiit , the . per- 
xentage of grit as follows: ■ 

Grit, per cent = 

(wt. of ash) — (wt. of filter paper ash) 

— - — ^ ^ , X 100 

wt, of, sample 

. Coarse .Particles 
Apparatus 

9. Sieve— A No. 140 (105-micron) and 
a No. 325 ,(44-micron) sieve conforming 
to the Standard... Specifications for Sieves 
for Testing Purposes (A.S.T.M. Designa-. 
tion: Ell), of the , American ,Soc.iety for 
Testing Materials® , shall be used. , 

.Procedure . 

10. (a) Total Residue Retained on a 
No, 140 {W5 -micron) Sieve,— D-iy. a No. 
140 (105-micron) sieve in an oven at 105 
to 110 C., cool, and weigh accurately. 
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Transfer 10 g. of the sample to a mortar, 
moisten with alcohol, add 100 ml. of 
water, thoroughly mix by gentle pressure 
with the finger to break up aU lumps, and 
wash through the sieve with a gentle 
stream of water, brushing gently with a 
camel-hair brush until nothing more 
passes through the sieve. Dry the 
sieve for 1 hr. at 105 to 110 C., cool, 
and weigh, 

(b) Calculatmi, — Calculate the per- 
centage of coarse particles as follows: 

Coarse particles, per cent^ = 

wt. increase of sieve 

^ X 100 

wt. of sample 

{c) Total Residue Retained on a No. 
325 {44-micron) Sieve. — Determine the 
coarse particles as described in Para- 


graphs (a) and (5) using a. i-g. sample and 
substituting a No. 325 (44-inicron) sieve. 

Color 

Standard Pigments 

11. (a) Standard Mica. Figment. 

(5) Standard Zinc Oxide. 

Procedure 

12. Compare pastes made by rubbing 
a standard mica pigment and standard 
zinc oxide, mutually agreed upon by the 
purchaser and the seller, in linseed oil 
with a similar paste using the sample to 
be tested. Rub 9 g. of zinc oxide, and 
3 g. of mica pigment on a glass plate 
with a glass muiier or rubber spatula to 
avoid staining, with 4 ml. of bleached 
linseed oil. Spread the pastes adjacently 
on a clear glass plate and determine the 
color by viewing the spreadouts on the 
glass. 



Standard Method of 

CHEMICAL ANALYSIS OF DRY CUPROUS OXIDE\ 



A.S.T.M. Designation: D 283 -39 
Adopted, 1929; Revised, 1933, 1936, 1939.® 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 283; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method describes procedures 
for the chemical analysis of dry cuprous 
oxide pigment. 

Treatment of Sample 

2. Dry pigments, if lumpy or not 
finely ground, shall be ground to a fine 
powder and thoroughly mixed (Note 1). 
Large samples may be thoroughly mixed 
and a representative portion taken and 
powdered if lumpy or not finely ground. 
The sample in all cases shall be thor- 
oughly mixed before taking portions for 
analysis. All samples shall be preserved 
in stoppered bottles or cbntainers (Note 
2)- Commercial copper oxides appear 
to segregate rather easily. Therefore, 
the thorough mixing of the sample to 
insure homogeneity is an extremely 
important factor in obtaining concordant 
results. 

Note 1. — It is very important that the 
sample be thoroughly mixed. Some samples 
of cuprous oxide are not homogeneous, and for 


1 Under tbe standardization procedure of tbe Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

St Prior to adoption as standard, this method was pub- 
lished as tentative from 1928 to 1929. 


this reason are likely to give trouble when an 
attempt is made to obtain concordant results. 
By placing a few grams of a sample on a sheet 
of white paper, and drawing it out with a 
spatula, it is frequently found that the sample 
contains coarse particles of black scale, along 
with small balls of bright red cuprous oxide. 
Thus it may be necessary to grind such a prod- 
uct thoroughly in a mortar and pestle, in order 
to make it homogeneous. It is possible that 
during this operation a slight oxidation may 
take place. 

Note 2.-— Caution should be used in pro- 
tecting the sample from oxidation. 

Total Copper 

Procedure 

3. Weigh ' accurately a dry sample of 
from 0.15 to 0.2 g. of the material, trans- 
fer it to a 250-ml. beaker, add 10 to 15 
ml.of HCl (sp. gr, 1.19) and l . to 2 ml. 
of HNOs (sp. gr. 1.42),, and,. boil for 
several minutes. Add 10 ml of H2SO4 
(sp. gr, 1.84) and heat until copious 
fumes of sulfuric acid ^ are evolved. 
Cool, add cautiously, while stirring, 50 
ml' of cold water, and boil to dissolve 
the' sulfates. Cool, filter off any in- 
soluble matter (SiO^, PbS04, etc.), and 
wash the filter and residue until free, 
from copper with a cold H2SO4 solution 
(1:99), catching ,the filtrate and wash- 
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ings , in a 2SG“mL beakerj keeping the 
total volume of the solution ■ down to 
about 150 mi. Place in the solution a 
piece of clean, pure sheet aluminum hav- 
ing a minimum purity of 99.80 per cent 
and' containing a, maximum of 0.02 per 
cent copper. The sheet aluminum is 
convenient to ^ use in the form of' a 
cylinder about 3.5 to 4 cm. in diameter 
by 3.5 to 4 cm. in height, with a small 
extending piece about 7 to 8 cm. in 
height as a means of removing the cylin- 
der. ' Cover the beaker and heat ' to 
gentle' boiling for about 30 min. or until 
the copper is completely precipitated 
a-s a metallic ■ sponge on the aluminum. 
Thoroughly wash the copper sponge from 
the aluminum into a 250-mL beaker and 
carefully examine the aluminum sheet 
for any remaining particles of copper. 
Wash the copper sponge several times 
by decantation with hot water, filtering 
the wash water through a 9-cm. filter 
paper but retaining the copper as com- 
pletely as possible in the beaker. The 
filtrate and washings may be discarded 
or used for the determination of iron, 
if present (Note 4). Add from 10 to IS 
ml. of ferric chloride - hydrochloric acid 
solution (prepared by dissolving 250 g. 
of FeCla-bHaO in 500 ml of HCl (1:1)), 
on the filter paper, catching this in the 
beaker containing the copper sponge. 
The copper generally dissolves in a few 
minutes without the need of heating. 
Breakup any large particles of, the cop- 
per sponge with a stirring rod. When 
the copper is completely dissolved, wash 
the filter thoroughly with cold water and, 
finally, dilute the filtrate to about 200 
.ml with, cold water, add 5 ml of syrupy 
phosphoric acid, then 3 drops of indica- 
tor.:, Titrate,, the cold solution at once 
with, 0.1 A K. 2 Cr 207 : solution (1 ml of 
exactly; 0.1 N: K 2 Cr 207 is equivalent to 
0.0032 g. Cm). ■ 

,,, Note 3.— A microscopic examination, is help- 
ful in showing the presence of metallic Cu, red 


CuaO, and Cu,G. Washing some of the sample 
through a .fine sieve (No. 325} .may reveal the 
presence of, metallic copper retained on the 

sieve. 

Note 4. — Commercial cuprous oxides may 
contain- moisture and small amounts of iron, 
chlorine, oil, and acid insoluble ,matter. , , 

Metallic Copper and'Chprous ^ . 

OXIDE^' I , 

Apparatus 

4. Filter} — The filter consists of a 55- 
mm, filter tube of the type .used ' for 
small Gooch crucibles. ' In the opening’ 
place a perforated porcelain button and 
seat it at right angles to the stem. 
Build up an asbestos pad over the but-, 
ton and securely set it by tamping with a 
glass rod. The filter must be packed in 
such a ivay that the tube may be held 
in an inverted position without dislodg- 
ing either the disk or the pad. It has 
been found that a tube about 60 by 25 
mm., with a stem 110 mm. in length, 
is a convenient size. A 20-mm. Gooch 
crucible button serves to support the 
asbestos pad. 

Special Solutions Required 

5. (a) Extraction Solution, — Dissolve 
6 g. of c. p. hydrazine sulfate in 1 liter 
of NH4OH (sp. gr. 0.90). 

(5) Ferric Chloride Solution, — Add 
150 g. of FeCl3*6H,0 and 300 ml of 
HCl (sp. gr. 1.19) to 800 ml. of air-free, 
carbon dioxide-saturated ivater. 

(c) Indicator. — Shake 2 g. of barium 
diphenylamine sulfonate,® 50 mi. of car- 
bon. dioxide-saturated d:isti.lled . water, 
and 5 g. of sodium sulfate: until a uni- 
form suspension of barium sulfate is 
obtained. Dilute the suspension with 
50 ml of w’^ater and allow to settle. 


*L. C Hurd and A. R. Clark, “Determination of 
Metallic Copper in Cuprous Oxide -Cupric Oxide Mix- 
ture,” Industrial ani Engineering Chemistry, Analytical 
Edition, Vol 8. No. 5, p. 380 0936), 

* For further information on the filter see W. Geilman, 
and F. Z. Wdhke, Zeilschrifi jUr anorganische uni all- 
gemeine Chemie, Voh 199, p. 120 (1931). 

5 Barium diphenylamine sulfonate may be obtained 
from the Eastman Rodak Co. 
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When clear, decant 'the supernatant' into the flask.- : As soon as the bulk of 
liquid through- a filter and preserve in a the solution is removed, rinse the flask 
dark bottle. ' with CO 2 saturated water and continue 

(d) Phosphoric i4cz‘d.-™Prepare a solu- the filtration and washing. Five or six 
tion of 85 per cent reagent ortho-phos- lOO-ml. portions of wash water will 
photic acid conforming to specifications suffice to remove all the original extrac- 
of the American Chemical Society. tion solution containing the dissolved 

{e) Potassium Dichromate Solution CU 2 O. It is not necessary that the final 

(0.1 A).— Dissolve 4.903 g. of reagent wash water remaining in the filter tube 

quality K 2 Cr 207 in water, and dilute be entirely removed. Then disconnect 

to 1 liter. the filter and push the pad and contents 

if) Water , — Boil vigorously distilled back into the flask with a glass rod. 

water for several minutes and allow to Add 15 ml. of FeCb solution and warm 

cool in an atmosphere of CO 2 . x^llow a the flask on a hot plate to just below the 

slow current of CO 2 to pass continuously boiling point of the solution to dissolve 

through the storage bottle. the cupric oxide - copper residue. When 

^ all particles have disappeared, cool the 

Procedure for MetaUic Copper 40 C. and add 10 ml. 

6. {a) Weigh accurately a sample of of phosphoric acid and 3 drops of indica- 

suitable size on a small watch glass, and tor. Titrate the solution (in an atmos- 

place the glass and contents in a dry, phere of CO 2 ) by running the K 2 Cr 207 

wide-mouth 250'-ml. Erlenmeyer fia^. solution into the flask. The end point 

If the material is an electrolytic product is evidenced by a change from pea green 

low in copper, it is advisable to take a to an intense purple color. 

1 to 2“g. sample. If it is from a ‘‘ther- (i;) Calculation , — Calculate the per- 

mal process,’^ the percentage of copper centage of Cu present (Note 7) 

is usually large and a smaller sample will jvRvnn^i 7 o 

sufiSce. Displace the air in the flask Cu, per cent = ^ jqq 

with CO 2 (IS to 20 cu. ft. per hr.) and C 

add 10 ml. of ethyl alcohol to dissolve where* 
any oil present in the sample. Without 

interrupting the flow of CO 2 , add 150 ml. ^ “ normality of K 2 Cr 207 , 

of extraction solution (Note 5). Break ^ milliters of K 2 Cr 207 , and 

up any lumps of oxide with a stirring ^ weight of sample in grams. 

rod by gentle stirring (grinding of the Note 5,-If the ammonium hydroxide - hy- 

sample with the stirring rod is not neces- drazine sulfate solution is allowed to stand in 

sary). Avoid violent agitation and contact with the samples for more than 10 

swishing of the solution. The CO 2 inlet 

should be about 5 cm. (2 m.) above the note 6.-~~Care must be taken not to allow 
surface of the liquid (Note 6). The the extraction solution to become saturated 

time required for complete solution of ^i^h carbon dioxide. The gas inlet to the flask 

all CuaO varies between 1 and 7 min. should not be placed beneath the surface of the 

j j. . t r liquid, to avoid solubility errors, 

dependmg upon the amount and charac- Note 7.-Commerdal samples of cuprous 
ter of the sample under investigation. oxide have shown from 0.22 to 1 1.8 per cent Cu. 

(5) When the CU 2 O has completely 
dissolved, as evidenced by the total dis- ^^srocedure for Cuprous Oxide 

appearance of red particles, connect the 7. Dissolve 0.2 g. of the sample in 
filter to a suction and slowly lower it ferric chloride and titrate the ferrous 
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iron produced with K2Cr207 in the man- 
ner 'described. It Is essential that the 
solution of the sample be carried out in 
an atmosphere of CO 2 or other inert gas. 
From the volume, of K2Cr207 solution 
equivalent to both CusO and Cu, calcu- 
late the true percentage of CuaO in the 
sample according to the following for- 
mula (Note 8): 

GusO, per cent ^ (A - B) X 0.07157 XMX 100 
where: . 

A - milliters of K 2 Cr 207 required for 
Cu plus CU 2 O in 1 g. of sample, 
B = milliliters of K 2 Cr £07 required 
for Cu in 1 g. of sample = 
percentage of copper, 
ir^0T03179 X 100 ' 

N == normality of K 2 Cr 207 . 


■ Note 8 . — The calculation of the percentage 
of CU 2 O is simplified if the sample taken for the 
copper determination be a simple multiple of 
that in the oxide analysis. In actual ' practice 
it has been found that a 1.000-g, sample for 
metallic copper and a 0.2000-g. sample for 
cuprous oxide are of convenient size. In this 
case one-fifth of the ■ volume K 2 Cr 207 solution 
used in the determination of metallic copper is 
subtracted from the total titration of the smaller 
sample to give the volume of KaCrsO? solution 
actually equivalent to the cuprous oxide In the 
sample. 

Report 

8, Report the metallic copper (Cu) 
and the cuprous oxide (CU 2 O). Sub- 
tract the copper equivalents from the 
percentage of total copper as determined 
in Section 2, calculate the remainder to 
cupric oxide and report as percentage of 
CuO (Cu X 1.252 - CuO). 
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Standard Method of 

CHEMICAL ANALYSIS OF DRY MERCURIC OXIDE' 



A.S.T.M, Designation: B 284 “ 33 ‘ ■ 

Adopted, 1929; Revised, 1933.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 284; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . This method covers procedures for 
the chemical analysis of dry mercuric 
oxide pigment. 

Treatment of Sample 

2. If the pigment is lumpy or not 
finely ground, it shall be ground to a 
fine powder and thoroughly mixed. 
Large samples may be thoroughly mixed, 
and a representative portion taken and 
powdered if lumpy or not finely ground. 
The sample shall in ail cases be thor- 
oughly mixed before taking portions for 
analysis. All samples shall be preserved 
in stoppered bottles or containers. 

Alkalinity or Acidity 

3. Determine the alkalinity or acidity 
of the sample in accordance with the 
Standard Method of Test for Alkalinity 
or Acidity of Pigments ( A. S.T.M. Desig- 
nation: D 278) of the American Society 
for Testing Materials.® 

_ 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was 
published as tentative froim 192S to 1929. Editorially re- 
vised and rearranged in 19.19. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Free Mercury 

4. Examine a representative sample 
of the dry mercuric oxide under a micro- 
scope for the presence of free mercury 
globules. 

Combined Mercuric Mercury 

5. Special Solutions Required: (a) 
Aqua Regia . — Mix one volume of HNO 3 
(sp. gr. 1.42) and three volumes of HCl 

(sp. gr. 1.19). 

(b) Ammonium Monosulfide. — Pre- 
pare fresh by saturating three volumes 
of NH4OH (sp. gr. 0.90) with H 2 S and 
then adding two^ volumes of NH 4 OH 
(sp. gr. 0.90) to the saturated solution. 

(r) . A mmonium Polysul fide . — D is- 

solve 25 g. of ^‘flowers of sulfur^’ in a 
mixture of 500 ml. of ammonium mono- 
sulfide and 500 ml. of water. 

6. (a) Procedure in , the Absence of 
Other Metals Precipitable as . Sulfides.— 
Weigh accurately a dry; sample of 0.5 g. 
of the material, , transfer it to a.dOO-ml. 
beaker, add a solution of 40 ml, of water 
■and 25' mi. of ■ HCI , (sp. gr. 1.19), ' and 
stir until all soluble matter has dissolved. 
(Solution should be, carried out as near 
room temperature as possible,, since^. on 
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boiling solutions of mercuric chloride 
some of the HgCl 2 may be volatilized.) 
Filter off any insoluble matter and wash ' 
with warm (not boiling) water until free 
of chlorides. If appreciable iron is pres- 
ent (otherwise omit this part of the pro- 
cedure), add .suifurous acid solution in 
slight, excess to the filtrate or original 
solution , to ' reduce the ferric iron, and 
warm (do not boil) to expel the excess of 
sulfur dioxide. Neutralize, the solution 
with NHiOH, add 1 ml. of HCl (sp. gr. 
1.19) and 300 ml. of water. .Pass H 2 S 
through the cold solution until saturated, 
when the precipitate of HgS readily set-, 
ties leaving' a dear supernatant liquid. 
Filter without delay on a vreighed Gooch 
crucible, , wash well (about six times) 
with cold distilled water and then three 
times with 10-ml. portions of cold 95 
per cent ethyl alcohol. Set the crucible 
In a small beaker, add sufficient carbon 
disulfide or carbon tetrachloride to cover 
the precipitate, cover the beaker wuth a 
w^atch glass, and let stand for about 30 
min. Lift the crucible out of the beaker, 
draining off the solvent, replace in the 
filtering tube, and wash the precipitate 
with CCI4 until 1 ml. of the filtrate 
leaves no visible residue after evapora- 
tion. .Wash wdth three lO-ml. portions 
of cold 95 per cent ethyl alcohol and once 
wuth ethyl 'ether. Set the crucible on 
top of an oven until the ether has evapo- 
rated, then place it in the oven and dry 
to constant weight at 105 to HOC. 
Cool, and , weigh as mercuric sulfide 
(HgS) ; , calculate the percentage of mer- 
cury (Hg) in the sample (HgS X G.862 
= Hg). 

(b) Procedure in the Presence of Other 
Metals Precipitable as Sulfides.— Tvesit 
a„dry sam.ple of 0.5 g. of the material as 
described in . Paragraph,,, (< 2 ) until the 
sulfides are .precipitated, filter on a small 
paper, and wash wuth water containing a 
little H 2 S., Transfer, the .paper and pre- 
cipitate to a porcelain dish or casserole, 


spreading the paper, out, cover with di- 
luted -HNOs (sp. .gr. 1.2 to, 1'.3),, cover 
with a watch ■ glass, and ■ boil ' several 
m,inutes. Dilute with ■wate,r, filter cn a 
small paper, and wash ■ with hot water 
containing a little HNOa.- -.Transfer the 
filter and precipitate to the porcelain 
dish or casserole, add a little aqua regia, 
heat gently until the ,HgS ^ dissolved ' 
and free chlorine expelled, filter off separ- 
ated sulfur (and PbS 04 if present), wash 
the residue with hot (not boiling) water 
until free from, chlorides. Nearly neu- 
tralize^ the filtrate- with pure Na^COsj 
add a slight excess of - freshly-prepared 
colorless ammonium mondsuifide, and 
then, with constant agitation, a solution 
of pure NaOH (free from Ag, AI2O3, and 
SiOo) until the dark liquid begins to 
lighten. Heat the solution to boiling 
and add more NaOH solution until the 
liquid is perfectly clear. The solution 
now^ contains the mercury as a thio-salt 
(Note). Add an excess of NH4NO3 and 
boil the solution until the ammonia is 
almost entirely expelled. Let the pre- 
cipitate settle, and decant the super- 
natant liquid through a weighed Gooch 
crucible. Wash the precipitate two or 
three times by decantation with water 
containing a little HaS, then by decanta- 
tion wuth hot water until the wash water 
no longer reacts with AgNOs solution. 
Transfer the precipitate to the crucible, 
wash with 95 per cent ethyl alcohol 
treat with CSa or CCI4, and finally weigh 
the HgS, as described in Paragraph (a). 

Note. — I, f some PbS 04 should, go- ,into solu- 
tion with- the mercury on treating with aqua 
regia, it will be converted by the ammonium 
sulfide and NaOH into insoluble PbS, which 
should be filte,red off and, washed with diluted 
NaOH solution. 

(c) Procedure in . Presence of Arsenic j 
Antimony or/Tm.-~-li the .-material con- 


<1. Vomard, Liebig’s A[?f»., Vol. 2SS, p. 2SS (1S89). 
Treadwell-Hall, AmlyUccl Ckmistry, :Yoh II, pp. 169, 
194,235 (1914). 
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tains arsenic, antimony, or tin, treat a 
dry sample of 0«5: g.' as described in. 
Paragraph (a) until the sulfides are pre- 
cipitated, then' filter on a small paper 
and wash with water containing a little 
H 2 S. Transfer the precipitate to a por- 
celain dish or casserole, cover with am- 
monium polysulfide, and warm gently 
for several minutes, stirring constantly. 
Filter on a small paper and wash with 
hot water containing ammonium poly- 


sulfide. From this point treat the pre- 
cipitate as described in Paragraph (5) for 
the H 2 S precipitate. 

Ash 

7. Ignite a dry sample of 2 g. of the 
material in a weighed porcelain crucible 
or dish under a well-ventilated hood (the 
fumes are poisonous). Cool and weigh 
the residue. Calculate the percentage 
of ash. 



APPROVED AS 
AMERICAN STAHPAED 

BY THE AMEMCAN STANDARDS ASS.OCIATIDH 
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Standard Methods of • 

CHEMICAL ANALYSIS OF DRY RED LEAD^ 



A*S.T.M. Designation; D 49 ~ 44 
Adopted, 1918; Revised, 1927, 1928, 1929, 1933, 1935, 1937, 19443 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 49; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover procedures 
for the chemical analysis of dry red lead 
having the approximate formula PbgO^ 
(probably PbO^ * 2PbO), 

Treatment of Sample 

2. If the pigment is lumpy or not 
finely ground, it shall be ground to a fine 
powder and thoroughly mixed. Large 
samples may be thoroughly mixed and a 
representative portion taken and pow- 
dered if lumpy or not finely ground. 
The sample in all cases shall be thor- 
oughly mixed before taking portions for 
analysis. All samples shall be preserved 
in stoppered bottles or containers. 

Moisture 

3. Dry 2 g. of the sample for 2 hr. at 
105 C. The loss in weight is considered 
as moisture. 

Organic Color., , 

- 4. .Boil 2,,g. of . the. sample., with 25 ml. 
of 95 per cent ethyl alcohol, let settle, 


i Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A,S.T.M. 
Oommittee D-i on Paint, Varnish, Lacquer, and Related 
Products. ' 


decant the supernatant liquid; boil the 
residue with 25 ml. of distilled water 
and decant as before; boil the residue 
with 25 ml. of diluted NH4OH (1:4) and 
again decant. Boil another 2-g. portion 
of the sample with 25 mi. of chloroform, 
let settle, and decant the supernatant 
liquid. If any one of the above solutions 
is colored, organic coloring matter is 
indicated. If the solutions should re- 
main colorless, organic colors are prob- 
ably absent. 

Note. — If it is desired to test for organic 
colors resistant to the above reagents, the test 
procedures described in the following books 
may be used, taking into account the nature of 
the pigment involved: Zerr and Mayer, /^Tests 
for Coal Tar Colors in Aniline Lakes”; Schultz 
and Julius, “A Systematic Survey of the 
Organic Coloring Matters” ; Muiliken, ^Tdentifi- 
cation of Pure Organic Compounds”; Com- 
mercml DyeshifSf Vol III. 

Total Lead and Insoluble Matter 

5, (a) Treat 1 g. of the sample with 
15 ml. of HNO3 (Dl) ' and sufficient 
H2O2 to dissolve all Pb02 on warming. 
If any insoluble matter is present, add 


5 Prior to adoption as standard, these methods were 
published as tentative from 1917 to 1918. 
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25 ml of water, boil, filter, and,, wash . 
with hot water. The insoluble matter ' 
contains free Si 02 and should ,.be ex-^., 
amined for BaS 04 and silicates, if ap- 
preciable. To the original solution or 
filtrate from the insoluble matter add 20 
ml. of H 2 SO 4 (sp. gr. 1.84) and evaporate 
to SOg fumes. Cool, add 150 ml. of 
water, and 150 mi. of 95 per cent ethyl ' 
alcohol, let stand cold for 2 hr., filter-^ 
on a Gooch crucible, wash with 95 per 
cent alcohol, dry at 105 to 110 C., and 
weigh as PbSO^. Calculate to PbO.. 
Red lead is rarely adulterated, but 
should sample contain soluble barium 
compounds, the PbS 04 obtained above 
will contain BaS 04 . In this case, pre- 
cipitate the lead as sulfide from a slightly 
acid (HCi) solution, dissolve the PbS in 
hot diluted HNO3, and determine the 
lead as sulfate or chromate. If sample 
contains significant amounts of calcium 
or magnesium, boil the HNO3 - H1O2 
solution until all the lead is converted 
into nitrate and then determine the lead 
as PbCr 04 . 

{b) If soluble barium, calcium, or 
magnesium are to be determined, pre- 
cipitate the lead as sulfide from a 
slightly acid solution (HCI), dissolve 
the PbS in hot diluted HNO3, and deter- 
mine the lead as- sulfate. Boil the- fil- 
trate from the PbS to expel H 2 S, add a 
little bromine water to oxidize iron (if 
present), boil to e.xpel bromine, and pre- 
cipitate the barium with a few milliliters 
of H 2 SO 4 (i-3). Filter and weigh as 
BaS 04 . Calculate to BaO or BaCOg. 
To the filtrate from the BaS 04 , add 
NH4OH in slight excess, filter off any 
precipitate of Fe(OH )3 4- Al(OH) 3 , wash 
with hot water. Manganese, if, present,, 
can be precipitated by adding bromine 
and NH4OH and warming. Filter, wash 
with hot water, ignite, and w^eigh as 
Mn.' 504 . Unite all the filtrates, make 
slightly acid with acetic acid, heat to 
boiling and pass HoS into the hot solu- 


■tion until saturated :, (20 to, 30 min.); add 
5 ,g. of NH4CI a.nd let , stand 5 hr..;' filter 
off any ZnS, .wash with. HgS water, dis- 
solve the ZnS in hot diluted HCI and 
determine the zinc by, titiation with 
K 4 Fe(CN) 6 * Or, boil off the H 2 S, filter 
out any separated sulfur and determine 
the zinc as Zn 2 P‘i 07 . Calcium may be, 
determined in the filtrate from the ZnS 
by expelling 'H 2 S and then adding 
NH4OH and ammonium oxalate. Ti- 
trate with KMn 04 . In the filtrate from 
calcium determine magnesium by pre- 
cipitating with sodium phosphate solu- 
tion, finally weighing as Mg 2 JP 207 . 

Lead Peroxide (Pb02) and True Red 

Lead (Pb 304 ) 

Note.— -Method of DieliP modified by 
TopP— not applicable when substances are 
present, other than oxides of lead, that liberate 
iodine u nder condi t ions given , or substances such 
as metallic lead which reduce Pb02 to PbO 
without the liberation of iodine. 

6. Solutions Required: (a) Red Lead 
Solution. — Dissolve in a large beaker 
(about 1.1 liter) 600 g. of reagent grade 
crystallized sodium acetate and 48 g. of 
c.p. KI in about 500 ml. of acetic acid 
solution (25 per cent) (made by mixing 
150 mi. of c.p. glacial acetic acid with 
450 ml. of distilled water). Warm the 
beaker and contents on a steam bath, 
stirring occasionally, until a clear solu- 
tion is obtained. Cool this solution to 
room temperature, dilute to exactl}^ 1000 
ml. with the acetic acid solution (25 
per cent) and mix thoroughly. If pre- 
ferred, the red lead solution may be pre- 
pared separately for each titration, as 
follows: Dissolve 30 g. of the reagent 
grade crystallized sodium acetate and 
2.4 g.' of c.p. KI in 25 ml. of the acetic 
acid solution (25 per ' cent), warming 
gently and stirring until a clear solution 
is obtained. Cool this solution to room 
temperature, dilute to 50 ml. with the 

* Dmd. Vol 246, p, 196. 

* ZeUschriJi JSr amiyiische Ckemie, Vol, 26, p. 296. 
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acetic acid solutba (25 per cent), and 
mix thoroughly.,' 

(b) Sodium TMosulJaie Solution {Q.l 
i\-).”-Dissoive:24.83 g. . of c.p, sodium 
thio.suifaie (Na2S-A-5H:,0), , freshly 
pulverized and dried ; between filter 
paper, and dilute with water to 1 liter 
„at the. .temperature at which the titra- 
tions are to be made. The solution' is 
best made with well-boiled w’^ater free 
from CO 2 , or let stand 8 to 14 days be- 
fore standardizing. Standardize' with 
pure, resublimed' iodine, as described, in 
Treadwell - Hall, “Analytical' Chemis- 
try/’ Sixth Edition, VoL II, p. 551 
(1924) or in Hillebrand and Lundeil, 
^‘Applied Inorganic Analysis,” p. '154 
(1929), and also against pure KIO3; the 
tw’o methods of standardization should 
agree within 0.1 per cent on iodine value. 

(c) Starch Solution. — Stir up 2 to 3 g. 
of potato starch with 100 ml. of salicy- 
lic acid solution (1 per cent), and boil 
the mixture until the starch is practically 
dissolved, then dilute to 1 liter (Note), 
or as per Lord.® 

Note; Lead Peroxide.— Ji sample contains 
an appreciable amount of nitrite (nitrate has 
no effect on method), leach out water-soluble 
matter as below, dry residue and determine 
FbOa as above, calcuiating to basis of original 
sample. 

7. Procedure. — Weigh 1 g. of the 
finely-ground sample, transfer to a 200- 
ml Erienmeyer flask, add 20 ml, of dis- 
tilled water; ' then add as quickly as 
possible 40 ml. of the “red lead solution” 
at room temperature. If the sample is 
red lead which has been extracted from 
the paint or paste, in place of the distilled 
water use 10 ml. of a mixture of 7 parts 
by volume of chloroform and 3' parts by 
volume of c.p. ' glacial acetic acid, and 
then add without delay the red dead 
solution. Add 30 ml. of water contain- 
ing 5 or 6 g. of sodium acetate and 


titrate at' once' wdtb Na 2 Si *08 ( 0.1 N)^ 
adding the latter rather slowly and keep- 
ing the liquid constantly in motion by 
whirling the flask. When' the solution 
has become Iig.ht yellow, rub-up any 
undissolved particles with the rod until 
free iodine no .longer forms, m^ash off rod, 
add the sodium thiosulfate solution until 
pale yellow^ add starch solution, and 
titrate until colorless. ' Add the iodine 
solution (0.1 N) until blue color is just 
restored and subtract the. amount used 
from the' volume of sodium 'thiosulfate 
that had been added. 

8. Calculation. — Calculate the lead 
peroxide and true red lead contents as 
follows: 

Pb02 = 3X0.942 

Pb304 - PbOa X 2.86616 = 3 X 2.7 

W’^here: 

S = iodine value of the sodiiini thio- 
sulfate solution. 

Zinc 

9. If in appreciable amount, evaporate 
off the alcohol from the filtrate from total 
lead, make alkaline with NILOHj Then 
acid with HCl (sp. gr. 1.19), add 3 ml 
more of HCl, dilute to about 250 ml 
with water, heat nearly to boiling and 
titrate with standard K 4 Fe(CN)s solu- 
tion as described by Low.® Report as 
ZnO (includes cadmium). Iron, copper, 
or other interfering substances should 
first be removed as described by Low, 

Matter Soluble in Water 

10. Transfer 25 g. of the pigment to a 
graduated 250-mL flask, add '100 ml of 
vrater, and boil for. 5 min. Cool to room 
temperature, dilute to the mark with 
water, mix, and allow to settle; Filter 
the supernatant liquid through a dry 
filter. p.aper and discard the first 20 ml 
of the filtrate, Tra.nsfer 100 mi. of the 


5 “Notes on Metallurgical Analysis/^ p- 103 {1903), 


« Low, “Technical Methods of Ore Analysis.*' 
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clear iltrate. to a, weighed dish, evaporate 
,to dryness on .a .steam bath, dry for 1 - 
hr., in an. oven at 105 to, 110 C., cool, and 
weigh. Galciilate the percentage of 
water-soluble m.atter. 

Total Silica 

11. Digest 5 g. of the sample in a 
covered casserole with S ml, of HCl.and 
15 ml, of HNO3 (1:1): Evaporate to 
dryness to dehydrate. Cool, treat with 
hot water and HNO3, boil, filter, wash 
with hot acid ammonium acetate solu- 
tion, then diluted HCl and finally hot 
water. Ignite and weigh as Si 02 . The 
residue may be treated with H 2 SO 4 and 
HF in cases of doubt as to purity. 

Carbon Dioxide 

12. Determine carbon dioxide by the 
evolution method, using diluted HCl 
and stannous chloride. 

Soluble Sulfates 

13. (a) Sulfates other than Barium 
Sulfate. — ^Treat 0.5 g. of the sample with 
5 ml of water, 3 g. of NH4CI, and 5 mi. 
of HCl saturated with bromine. Digest 
(covered) on steam bath about 15 min. 
Add 25 ml. of water, neutralize with dry 
Na 2 C 03 , and add about 2 g, more. Boil 
10 to 15 min., let settle, dilute with hot 
water, filter, and wash with hot water. 
Redissolve in HCl, reprecipitate as 
above, and wash thoroughly with hot 
water. Acidify united filtrates with 
HCl, adding a slight excess; boil and add 
slight excess of BaCl 2 solution (10 per 
cent). Let stand on steam bath for 1 
hr. Filter, and wash with hot water. 
Ignite, and weigh as BaS 04 . Calculate 
to SO 3 (includes SO 3 formed from SO 2 ). 

(5) Or, dissolve 0.5 g. of the sample in 
25 ml. of water, 10 ml, of NH4OH (sp. 


gr. 0.90) and HCl in slight excess ; dilute 
to about 150 ml. with water a,nd. add a 
piece of^ aluminum foil which should 
about cover the bottom .of the beaker 
(being held on the bottom by means of a 
stirring rod). Heat gently till all lead 
is precipitated, decant through a filter, 
pressing the lead sponge with a flatteneci 
rod, and washing with hot water. Add^ 
to the filtrate a little pure bromine water, 
boil until bromine is expelled, add IS ml. 
of BaCL solution (10 per cent), let stand 
on steam bath for 1 hr., filter, wash with 
hot water, ignite, and weigh as BaS 04 
(any SrSOi present is not decomposed 
in this method),'^ 

Iron Oxide 

14. Determine iron oxide by Schaeff- 
er’s® modification of Thomson’s colori- 
metric method; or, in a large beaker, 
treat 20 g. of the sample with 20 ml. of 
water, 20 ml of HNO3 (sp. gr. 1.42), and 
3 ml. of formaldehyde solution. Warm 
until all Pb 02 is dissolved, dilute with 
water, warm, filter off insoluble matter, 
and wash with hot water. Ignite filter 
and insoluble matter, and evaporate with 
H2SO4 and HF. To filtrate from insol- 
uble matter add 14 ml of H 2 SO 4 (1:1), 
filter off PbS 04 , and wash. Dissolve 
residue from HF and H2SO4 in H2SO4 
and add to filtrate from PbS 04 . Dilute 
to 500 ml. and determine iron colori- 
nietricaiiy in an aliquot, using the same 
amounts of HNO3, H2SO4, and formal- 
dehyde in comparison solution.® Calcu- 
late to Fe 203 . 


The solubility o! BaS04 is increased by the presence 
of aluminum^ chloride. See J. W. Mellor, “A Treatise 
on Quantitative Inorganic Analysis,” p. 61S, J. B. Lippin- 
cott Co., Philadelphia, Pa. (1913). 

8 Journal of Industrial and Ensmeering Chemistry, 
V0I.4, P.6S9 (1912). 

9 Lunge-Berl, “Chemisch-technische Untersuchungs- 
Methoden,” Vol. 2, p. 95, 6th Ed. 
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A.S.T.M. Designation: D34~39 ■ 

Adopted, 1917; Revised, 1927, 1930, 1933, 1939 } 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 34; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover procedures for 
the chemical analysis of white pigments. 
The procedures appear in the following 
order: 


Section 

Preparation of Sample 2 

Sma.li Amounts of Iron 3 

Lead Pigm,ents: 

Basic carbonate of lead 4 to 9 

Basic sulfate of lead 10 to 16 

Zinc Pigments: 

Zinc-lead and leaded-zincs (ozlo 

white). 17 to 20 

Zinc oxide 21 to 24 

Lithopone 25 to 28 

Titanium Pigments 29 to 38 

Calcium Pigments,: 

Whiting, Paris white, Span,ish white, 

Chalk. 39 to 41 

'Gypsum, .Terra alba, Plaster .of . ■ 

Paris 42 and 43 

Barium Pigments: 

Barytes or ba,rite, “blanc fixe” 44 to 46 

Silica Pigments: 

Silica or„si!ex. , 47 

^ China clay 48 

Asbestine. '49 


1 Under the standardisation procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
■products. 

'- Prior to adoption as standard, these methods were 
published as tentative from 1915 to 1917, beiniSE revised 
in 1917. In 19.59 Standard Methods D 186 were incor- 
porated in this standard. 


Preparation of Sample 

2. Dry pigments, if lumpy or not 
finely ground, shall be ground to a fine 
powder for analysis. Large samples 
may be thoroughly mked and a repre- 
sentative portion taken and powdered if 
lumpy or not finely ground. The sample 
in all cases shall be thoroughly mixed 
before taking portions for analysis. Ex- 
tracted pigments shall be ground to a 
fine powder, passed through a No. 80 
(177-micron) sieve® to remove any skins, 
and thoroughly mixed. The weighed 
portions of extracted pigments should be 
moistened with a little alcohol before 
adding regents for analysis. All sam- 
ples shall be preserved in stoppered 
bottles or containers. 

Small Amounts of Iron 

3. (a) Lead Figments,— In. , the case of 
lead pigments, treat the sample with 
HNO3 ( 1 : 1 ), dilute ' with water, add 
H2SO4 to precipitate bulk of lead (not 
necessary to evaporate down). Cool, 

* Detailed requirements for this sieve are given in the 
Standard Specifications, for Sieves for Testing Purposes 
(A.S.T.M. Designation: Ell), which appears in this pub- 
lication. see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 
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956 


Chemical "Analysis ' OE White Pigments (D 34 - 39) 


filter^ wash, with diluted H2SO4 (1:99), 
make filtrate just alkaline with NH4OH, 
then just acid with diluted HNO3; deter- 
'mitie iroii„coloriraetricaliy by the thiocy- 
anate method,^ using the same amounts 
of reagents in preparing the reference 
color standards. If the sample contains 
insoluble matter, filter out and wash wdth 
hot water until lead-free, and to the fil- 
trate add H2SO4 and proceed as given. 
Ignite the insoluble matter, treat with HF 
and H2SO4, bring into solution (filter out 
any EaS04)) and add to filtrate from 
PbS04. If necessary, the solution may 
be diluted to volume and aliquots taken. 
Copper, if present, shall be removed by 
precipitating the Fe with NH4OH, filter- 
ing, washing, redissolving Fe(OH)3, and 
proceeding as above. 

(b) Other Figments . — In the case of 
pigments other than lead pigments, treat 
as described in Paragraph {a) omitting 
the addition of H2SO4. 

Lead Pigments 
Basic Carbonate of Lead 
Special Solution Required 

4. Standard Ammonium Molybdate — 
Dissolve 4.25 g. of ammonium molyb- 
date in water and dilute to 1 liter. To 
standardize this solution, dissolve about 
0.2 g. of pure lead foil (pure PbO or 
PbS04 may also be used) in HNO3, 
evaporate nearly to dryness, add 30 ml. 
of water, then 5 ml. of H2SO4 (sp. gr. 
1.84), cool, and filter. Drop paper with 
PbS04 into a flask, add 10 ml. of HCl 
(sp.gr. L19),boil until completely disinte- 
grated, add 15 ml. of HCl (sp. gr. 1.19), 
25 ml. of wrater, and NH4OH until alka- 
line. Acidify with acetic acid, dilute 
to 200 ml. with hot w^a ter, and boil. 
Titrate with the molybdate solution, 
using an outside indicator of one part 
of tannic acid in 300 parts of water. 

< Described in Scott “Standard Methods of Analysis,** 
Second Edition, p, 222, D. Van Nostrand Co. 


Total Lead, Gravimetric 

5. (a) Sulfate— DmsolYt 1 g. ,of. 

the sample in 20 ml of HNG3 (1:1) in, a 
covered beaker, heating until all GO2 is 
expelled. Wash off cover, add 20 ml. of 
H2SO4 (1:1),. and evaporate to fumes of 
PI2SO4. Cool, add about 150 ml of 
water and 150 ml of ethyl alcohol. Let 
stand in cold water 1 hr., filter on a 
Gooch crucible, wash with 95 per cent 
ethyl alcohol, dry at 110 C., and weigh 
PbS04. Calculate to PbO or to basic 
carbonate (2PbC08-Pb(0H)2).^ 

(&) -Dissolve 1 g. of 

the sample by boiling with acetic acid. 
Dilute to about 200 ml. with water, make 
alkaline with NH4OH, then acid with 
acetic acid, heat to boiling, and add 10 to 
15 ml of K2Cr207 (10 per cent). Heat 
until the yellow precipitate assumes an 
orange color. Let settle, and filter on a 
Gooch crucible, washing by decantation 
with hot water until the washings are 
colorless, finally transferring all of the 
precipitate. Wash with 95 per cent 
ethyl alcohol and then ether, dry at 
HO C., and weigh PbCr04. (Any in- 
soluble matter should be filtered out 
before precipitating the lead.) 

Total Lead, Volumetric 

6. (a) Dissolve 0.5 g. of the sample in 
10 ml. of HCl (sp. gr. 1.19), boil until 
solution is effected, cool, dilute to 40 ml., 
neutralize with ISrH40H. Add acetic 
acid until distinctly acid, dilute to 
200 ml. with hot water, boil, and titrate 
with the standard ammonium molyb- 
date, using an outside indicator of one 
part of tannic acid in 300 parts of water. 

(i) It should be noted that when cal- 
cium is present, it forms a more or less 
insoluble molybdate, and results are 
likely to be high. With samples con- 
taining less than 10 per cent of lead, the 
-lead should be precipitated as PbS04, 

® This method of weighing lead sulfate is not accurate 
' in the presence of calcium compounds. , 
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filtered, xedlssolvedj and titrated as in 
the, process of standardizing the molyb- 
date solution (Section 4),. 

.Carbon Bioxide 

7. Determine by evolution with di- 
luted HCl, absorbing in soda lime or 
KOH solution. .Calculate CO 2 to PbCOa, 
subtract PbO equivalent from total 
PbO, and calculate residual PbO to 
Pb(OH)2. 


8. Place 18 g. of the sample in a 500- 
mL flask; add 40 ml. of sirupy phosphoric 
acid (H3PO4), 18 g. of zinc dust, and 50 
ml. of water. Connect to a straight 
Liebig condenser, apply heat, and distill 
down to a small bulk. Then pass steam 
into the flask until it becomes about half 
full of condensed water, shut off the 
steam, and distill down to a small bulk — 
this operation being conducted twice. 
To the total distillate which was col- 
lected in a larger flask, add 1 ml. of 
H3PO4, connect to a Liebig condenser, 
using a spray trap, and distill to a small 
volume (about 20 ml). Pass steam 
through until about 200 ml, of water 
condense in the distillation flask, shut 
off the steam, and continue the distilla- 
tion. Continue these operations of di- 
rect and steam distillations until 10 ml. 
of the distillate require only one drop 
of 0.1 N alkali to give a change in the 
presence of phenoiphthalein. Then ti- 
trate the total distillate with 0.1 N 
NaOH, using phenoiphthalein as indi- 
cator, and calculate the total acidity as 
acetic acid. It will be found convenient 
to titrate each 200-mL portion of the 
distillate as collected. 

■Lead ■ ■' 

9. (a) As, .Metallic. Lend.— Weigh 50 
g. of the sample into a 400-ml. beaker, 

« Thompson’s Method, Journal, Stoc. Chemical Indus- 
try, Vol. 24, p. 487 (1905). 


add a little water, and add slowly 60 ml. 
of 40 per .'cent, acetic : add. ’ After 
effervescence has ceased, ' boil on hot 
plate. Fill the beaker with water, let 
settle, and decant the clear solution. 
To the residue, add 100. ml. of a mixture 
of 360 mi. of NH.4OH (sp. gr., 1.19), 1080 
ml. of water, 2160 ml. of 80 per cent 
acetic acid and boil until all solution is 
complete. Fill beaker with . water, let 
settle, and decant the clear solution. 
Collect the residue on a. watch: glass, 
floating off everything' but metallic lead. 
Dry and weigh. The result multiplied 
by two is equivalent to the percentage' 
of metallic lead in the sample. 

{h) Lead Hydroxide, — The following 
method of A. N. Finn (unpublished) 
gives total basicit}" of a pure white lead: 
Place 2 g. of the sample in an evolution 
flask, add a little C02-free water, connect 
up to the separatory funnel and conden- 
ser (Knorr type), add through the funnel, 
finally washing down, 100 ml of 0.25 N 
HNO3. Boil, and absorb the CO2 in a 
soda-lime tube (having H2SO4 and CaCb 
drying tubes in train) and weigh. To 
the solution in the evolution flask add 
about 20 ml. of neutral Na 2 S 04 solution 
and titrate with 0.25 N NaOH (car- 
bonate-free), using phenoiphthalein as 
indicator. Calculate CO 2 to PbC 03 . Cal- 
culate the amount of 0.25 N acid cor- 
responding to the CO 2 , and deduct from 
the total amount of 0.25 N acid neutral- 
ized by the sample. Calculate the 
difference to combined water and from 
this calculate Pb(OH) 2 . 

Basic Sulfate of Lead 
Special Solution Required 

10. Standard Potassium Ferrocyanide 
Solution, — Dissolve 22 g. of pure 
K4Fe(CN)6*3H20 in water, and dilute 
to 1000 ml. To standardize, transfer 
about 0.2 g. (accurately weighed) of 
pure metallic zinc or freshly ignited 
pure ZnO to a 400-mL beaker. Dissolve 


Acetic Acid® 
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in 10 ml. „of , HCl, and 20 ml. of water. 
Drop in a' small piece of ' litmus paper, 
add NH4OH until slightly alkaline, then 
add HCl until just acid, and finally add 
3 ml. of HCl (sp. gr. L19). BUute to 
about 250 mL with hot water and heat 
nearly to boiling. Run in K4Fe(CN)6 
slowly from a burette, while stirring 
constantly, until a drop tested on a white 
porcelain plate with a drop of the 
uranyl indicator (a 5 per cent solution of 
uranyl nitrate in water or a 5 per cent 
solution of uranyl acetate in water made 
slightly acid with acetic acid) shows a 
brown tinge after standing 1 min. Run 
a blank with the same amounts of re- 
agents and water as in the standard- 
ization. Subtract the amount of 
K4Fe(CN)6 required for the blank from 
the amounts used in standardization and 
in titration of the sample (Section 14). 

Qualitative Analysis 

11. By the usual methods of qualita- 
tive analysis, test the sample for matter 
insoluble in acid ammonium acetate solu- 
tion, for calcium, for carbonates, and 
for any other impurities suspected. 

Moisture 

12. Place 1 g. of the sample in a tared, 
wide-mouth, short, weighing tube pro- 
vided with a glass stopper. Heat with 
stopper removed for 2 Jir. at 105 to 
110 C. Insert stopper, cool, and weigh. 
Calculate loss in weight as moisture. 

Insoluble Matter and Total Lead 

13. In a 250-mL beaker, moisten 

1 g. of the sample with a few drops of 
alcohol; add 50 ml. of acid ammonium 
acetate solution (made by mixing 150 
ml of 80 per cent acetic acid, 100 ml. of 
water, and 95 ml of NH4OH (sp. gr. 
0.90)). Heat to boiling and boil for 

2 min. Decant through a filter paper, 
leaving any undecomposed matter in the 
beaker. To the residue in the beaker, 


add 50 ml of the acid ammonium acetate 
solution, heat to boiling, and boil for 2 
min. Filter through the , same .paper 
and wash, with hot water. If an ap- 
preciable residue remains, , ignite and 
weigh ■ as insoluble matter. Unite 
the acid ammonium acetate solutions, 
heat to boiling, and add drop by drop, ■ 
while stirring,, a slight excess (in total 
about 10 to 15 ml.) of a solution of 
K2Cr207 (10 per cent). Heat until the 
precipitate assumes an orange color, let 
settle, filter on a weighed Gooch crucible, 
wash by decantation with hot water 
until the washings are colorless, and 
finally transfer ail of the precipitate to 
the crucible. Then wash with 10 ml. 
of 95 per cent ethyl alcohol and finally 
with 10 ml. of ethyl ether. Dry at 105 
to 110 C., cool, and weigh PbCr04. 
Calculate to PbO by multiplying by 
the factor 0.69. 

Zinc Oxide 

14. Weigh accurately about 1 g. of the 
sample, transfer to a 400-mi. beaker, add 
30 ml of HCl (1:2), boil for 2 or 3 min., 
add 200 ml. of water and a small piece of 
litmus paper, add NH4OH until slightly 
alkaline, render just acid with HCl, 
then add 3 ml of HCl (sp. gr. 1.19), 
heat nearly to boiling, and titrate with 
standard potassium ferrocyanide as in 
standardizing that solution (Section 10). 
The titration must be made under: the 
same conditions of temperatu,re, volume, 
and acidity as obtained when the stand- 
ardization was made. Calculate total 
zinc as ZnO. 

Total Lead Sulfate 

15, In a 400-mL beaker, m,oisten 0.5 g. 
of the sample with a few drops of alcohol; 
add 1.0' ml. of bromine water, 10 mi. of 
HCl (1:1), and 3 g. of NH4CI ■ Cover 
with a watch glass and heat on a steam 
bath for 5 min., add hot water togivea 
total volume of about 200 ml., boil for 
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5 min., filter to separate any insoluble 
matter (a pure pigment should be com- 
pletely dissolved),, and wash thoroughly 
with hot water. (The insoluble matter 
may be ..ignited, weighed, and examined 
qualitatively.) Neutralize the clear so- 
lution (originar solution or filtrate from 
insoluble matter)' in a covered, beaker 
with dry Na2C03, add 1 g. more of dry 
NagGOg, and boil for 10 to 15 min. 
Wash off cover, let settle, filter, and 
wash. .with hot water. Redissolve the 
precipitate Tn HCi (1:1), reprecipitate 
with NagCOa as above, filter, and wash 
thoroughly with hot water. Acidify the 
united filtrates wdth HCI, adding about 
1 ml, in excess. Boil to expel bromine, 
and to the clear boiling solution add 
slowly, while stirring, 15 ml. of BaCb 
(10 per cent). Let stand on a steam 
bath for about 1 hr., filter on a weighed 
Gooch crucible, wash thoroughly with 
boiling water, dry, ignite, cool, and 
weigh as BaS04. Calculate to total 
PbS04, using the factor 1.3. 

Calculations and Report 

16. Calculate the percentage of total 
PbS04 to PbO by multiplymg by the 
factor 0.736 and subtract the result from 
the percentage of PbO found under 
insoluble impurity and total lead in 
Section 13. Report the difference as 
,PbO. . . Report ZnO found • under zinc 
oxide ill Section 14, as percentage of 
ZnO. Report moisture and insoluble 
matter as such. 

Zinc Pigments ■ 

, Zinc- Lead and Leaded- Zincs . 

{Ozh White) 

Total Lead, and Zinc 

17. Dissolve .1 , g. , of the s.ample. by 
boiling with 250. ml. of water and 20 ml. 
of HNOs (sp. gr. 1.42), add 5 ml.' of 
HgS04 (sp. gr. 1.84), and evaporate- to- 
copious fumes of H2SO4. Cool, add 250 


ml. of ' water, let stand caH 1: to 2 hr,, 
filter on Gooch ■c.rucibie, wash with 
H2SO4 .. (1:99),- ignite, a'lid.. weigh as 
PbS04. Report as PbS04. '. , The. PbSOi 
may be filtered on paper .and then dis- 
solved and titrated with aiii.m,onitim- 
molybdate solution .as . described ,. .in. 
Section 4, ' Make filtrate, from' PbSOi 
alkaline wdth NH4OH, then acid with 
HCI, add 3 ml. of HCI (sp. gr. 1.19), 
heat nearly to boiling, and ■ titrate the 
total zinc wdth' K4Fe(CN)e solution as 
described in Section 10, .using uranium- 
acetate solution as an outside indicator. 
Calculate to ZnO. (Iro.ii, copper, o,r 
other interfering substances should first 
be removed as described by Low.'^) 

Note. — If sample contains Ca or Mg, the Pb 
and Zn should be separated by precipitation 
with HgS after dissohing in HCi, making alka- 
line with NH4OH and then acid with acetic .acid. 
The PbS 4“ ZnS is dissoi'ved in, diluted HNO®. 
and the Pb and Zn determined as above. 

Sulfates other than Barium Sulfate 

18. {a) Method A , — Treat 0,5 g. of 
the sample with 5 ml. of water, 3 g. of 
NH 4 CI, and 5 ml. of HCI saturated with 
bromine. Digest (covered) on steam,' 
bath about 15 min,, add 25 ml. of water, 
neutralize with dry Na2C03 and add 
about 2 g. more, boil 10 to 15 min. Let 
settle, dilute with hot water, filter, and 
wmsh with hot water. Redissoiye in 
HCI, reprecipitate as above, and wash 
thoroughly .with hot water,. Acidify 
united filtrates with HCI, adding: a-slight 
excess. Boil and add, slight excess of 
BaCb (10 per cent). .Let stand, on steam 
bath i'hr., filter, wash with, hot water,., 
ignite, and weigh BaSOi. Calculate to 
SO3 (includes SOs formed from SOa). 

{h) Method B, — Dissolve 0.5 g, of the 
sample in 25 ml. of water, 10 ml of 
NH4OH (sp. gr. 0.90), and HCI in slight 
excess. .Dilute to about 150 ml. with 
water and- add a piece of aluminum foil 

y Low, “Technical Methods of Ore Analysis,” 7th Edi- 
tion, p. 2SS, John Wiiey and Sons, New York City (1914). 
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which' should about cover the bottom of 
the beaker^ the foil being held on the^ 
bottom by means of a stirring rod. Heat 
gently until all lead is precipitated, 
decant through a filter, pressing the dead 
sponge with a flattened rod, and washing 
with hot wrater. Add to the filtrate a. 
little pure bromine ivater, boil until bro- 
mine is expelled, add 15 ml. of BaCb (10 
per cent), let stand on steam bath 1 hr., 
filter, wash with hot water, ignite, and 
weigh as BaSOi (any SrS 04 present is 
not decomposed in this method).^ 

Soluble Zinc Sulfate 

19. To 2 g. of the sample add 150 ml, 
of water and 50 ml. of 95 per cent alcohol 
and heat nearly to boiling for 30 min., 
filter, and wash with a mixture of alcohol 
and water (1:3). Heat filtrate to boiling 
and expel most of the alcohol; then de- 
termine SO 3 by usual method of precipi- 
tation with BaCb. Calculate to ZnS 04 
and to SO3. 

Sulfur Dioxide 

20. Determine as described in Section 
23 under the analysis of zinc oxide. 

Zinc Oxide 

Total Zinc 

21 . Dissolve 0.25 to 0.3 g. of the 
sample in 10 ml. of HCl (sp. gr. 1.19) 
and 20 ml. of water, make alkaline with 
NH 4 OH, then acid with HCl, add 3 ml. 
more of HCl (sp. gr. 1.19), dilute to 
about 250 ml. wdth water, heat nearly to 
boiling, and titrate with standard 
K 4 Fe(CN )6 solution as described in 
Section 10. Report as ZnO (includes 
Cd). Iron, copper, or other interfering 
substances should be first removed as 
described by Low.^ 

« The solubility of BaSOi is increased by the presence 
of aluminum chloride. See J. W. Mellor, “A Treatise on 
Quantitative Inorganic Analysis, p. 615, J. B. Lippincott 
Co., Philadrahia, Pa. ( 1913 ). 

» Low, “Technical Methods of Ore Analysis,*^ 7th Edi- 
tion, p. 288, John Wiley and SonSj New York City (1914). 


Total Soluble Sulfur^® 

22. Moisten 10 g. of the sample with 
water, add a few drops of .bromine and 
then HCl (sp. gr. 1.19), boil to expel 
bromine, filter from any insoluble matter, 
and wash with hot water. Make alkaline 
with NH4OH, then just slightly ■ acid 
with HCl, heat to boiling, and add about 
15 ml. of hot BaCb solution. Let stand 
several hours (overnight), filter on a 
weighed Gooch crucible, wash well with 
hot water, dry, ignite for 5 min., cool 
and weigh as BaSOi- Calculate to S. 

Sulfur Dioxide^^ 

23. Mix 5 g. of the sample with SO ml. 
of warm (freshly boiled and then partly 
cooled) water to an emulsion and pour 
into a glass-stoppered flask containing 

18 ml. of HCl (sp. gr. 1,19) and exactly 
25 ml. of 0.1 N iodine solution, stopper, 
and shake until all the oxide is dissolved. 
Titrate the excess of iodine as rapidly as 
possible with 0.1 N sodium thiosulfate 
solution. Calculate to SO 2 . 

Soluble Zinc Sulfate 

24. Determine as described in Section 

19 under the analysis of zinc-lead and 
leaded-zincs. 

Lithopone 

Special Solutions Required 

25. (a) Alkaline Lead Nitrate Sol- 
ution, — Into 100 ml. of EOH solution 
(56 g. in 140 ml. of water) pour a satu- 
rated solution of Pb(N 03)2 (250 g. in 
500 ml. of winter) until the precipitate 
ceases to redissolve, stirring constantly 
while mixing. About three volumes of 
the Pb(N 03)2 solution wflll be required 
for one volume of the EOH solution. 

(5) Cadmium Chloride Solution.— 
Dissolve 8 g. of CdCL : in ; 250 ml. of 
water; add 150 ml. of NH4OH (sp. gr; 
0.90). 


W Method of G.Rigg, 
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. (c) Slafdari: Iodine So!uiion,~-I)is- 
solve about 12.7 g. (accurately weighed) 
of, pure resublimed iodine and 18 g. of 
in a small volume of water and then 
dilute to 1 liter. 

Insoluhie Matter and Total Zinc 

26. To 1 g. of the sample in a 200-mL 
beaker, add 10 ml. of HCl (sp. gr. 1.19), 
mix, and add in small portions about 1 g. 
of KCIO 3 , then heat on the steam bath 
until about half of the liquid is evapo- 
rated. Dilute wdth vrater, add 5 ml. of 
diluted H2SO4 (1:10). Boil, let settle, 
filter, wash, ignite, cool, and weigh the 
insoluble matter which should be only 
BaSO^i. Make a qualitative examina- 
tion for aluminum oxide and silicon 
dioxide. Examine the insoluble matter 
under the microscope for the presence of 
natural crystalline barytes or the sample 
may also be examined direct. Make 
the filtrate from the insoluble matter 
alkaline with NH4OH, acid with HCl, 
add 3 ml. of HCl (sp. gr. 1.19), dilute to 
about 250 ml. Heat nearly to boiling, 
and titrate with the standard K 4 Fe(CN )6 
solution as described in Section 10 . 
Calculate to Zn. 

Zinc Oxide 

27. Weigh accurately 1 g. of the 
sample, transfer to a 250-ml. beaker 
(moisten with a few drops of alcohol if an 
extracted pigment), add about 100 ml, 
of acetic acid (3:97), stir vigorously but 
do not heat, cover, and let stand for 18 
hr., stirring once every 5 min. for the 
first 30 min. Filter, wash with acetic 
acid (3:97) followed by water until the 
washings give no test for zinc with 
K 4 Fe(CN )6 solution. Dilute the clear 
filtrate to about 200 ml. with water, add 
30 ml of HCl (1:2) and a small piece of 
litmus paper, add MH 4 OH (sp. gr. 0 . 90 ) 
until slightly alkaline, render just acid 
with HCl, then add 3 ml. of HCl (sp. gr. 
1.19). Heat nearly to boiling, and titrate 


with standard K 4 Fe(CN)$ ■ solution , as 
described in Section 10. ; Calculate to 
ZnO. Calculate this result to Zn, sub- 
tract from total Zn, and calculate the 
difference to ZnS. (Any ZnCOs or 
ZnS 04 is included in the ZnO.) 

Zinc Sulfide^^ 

28. (a) Place 0.5 g, of the sample in 
an evolution flask with about 10 g. of 
feathered or mossy zinc, add 50 ml of 
water, and insert the stopper carrying a 
separatory funnel and an exit tube. 
Run in 50 ml of HCl (sp. gr. 1.19) from 
the funnel, having previously connected 
the exit tube to twm absorption flasks in 
series (first flask containing 100 ml. of 
alkaline lead nitrate solution (Section 
25), second flask, 50 ml of same as a 
safety device). After all of the acid has 
run into the evolution flask, heat slowly, 
finally boiling until the first appearance 
of steam in the first absorption flask. 
Disconnect, let the PbS settle, filter; 
wash with cold water, then with hot 
water till neutral to litmus paper and 
washings give no test for lead. Dissolve 
the PbS precipitate in hot, diluted HNO3, 
evaporate to fumes with H 2 SO 4 and 
finally weigh as PbS 04 . Calculate PbS 
or PbS 04 to ZnS. 

(J) Instead of absorbing the evolved 
H 2 S in alkaline lead nitrate solution, 
cadmium chloride solution (Section 25); 
may be used. The CdS precipitate may 
be filtered on a weighed Gooch crucible, 
washed with water containing a little 
NH4OH, dried at 100 C., and weighed. 
Calculate to ZnS. It is better to filter 
the CdS on a small filter and wash as 
above; then place filter and precipitate 
in a beaker and dissolve in HCl and 
KCIO3 (keeping at room temperature 
at first), filter out any paper pulp or 
insoluble matter. Make filtrate alkaline 


Evolution Method of W. G. Scotty “White Paints and 
Painting Material,” The Modem Painter, p. 257 (1910) ; 
see also Blair, “Ghemica! Analysis of Iron,” 8th Edition, 
p. 55, J. B. Lippincott Co., Philadelphia, Pa. (1918), 
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with NH4OHJ then- just,, add with 'HCl, 
heat to boiling, and predpltate . with 
BaCls. Filter, wash, Ignite, and weigh 
BaSOiv . Calculate toZnS, 

, (c) .'For wery rapid work the contents 
of; the absorption flask, after all HsS has 
been, absorbed, may be washed into a 
vessel with , cold , water and . diluted to 
about 1 liter, acidified with HCl (sp. gr. 
1.19), and titrated' with standard iodine 
solution,' (Section, 25), using, starch in- 
dicator,. (The precipitate should be 
completely dissolved.) 

' Titanium Pigments 
Special Solutions Required 

29. (a) Standard Potassium Perman- 
garni e Solution {0.1 N). — Dissolve 3.2 g. 
of pure KMn04 in 1 liter of distilled 
water, let stand 8 to 14 da3^s, siphon off 
the clear solution (or filter through 
purified asbestos), and standardize 
against the National Bureau of Stand- 
ards standard sample No. 40 of sodium 
oxalate as follows: In a 400-mL beaker 
dissolve 0.25 to 0.30 g. (accurately 
weighed) of the Bureau of Standards 
sodium oxalate in 250 ml. of hot water 
(80 to 90 C.) and add 15 ml. of diluted 
H2SO4 (1:1). Titrate at once with the 
KMnOi solution, stirring the liquid 
vigorously and continuously. The 
KMn04 must not be added more rapidly 
than 10 to 15 ml. per min,, and the last 
0.5 to 1 mi. must be added drop by drop 
with oarticular care to allow each drop 
to be fully decolorized before the next is 
introduced. The solution should not 
be below 60 C. by the time the end point 
is reached. (More rapid cooling, may be 
prevented by allowing the beaker to 
stand on a small asbestos-covered hot 
plate during the titration. The use of a 
small thermometer as a stirring' rod is' 
most convenient.) The ■ weight- ,of, 
Na2C204 used multiplied by 0.833 gives 
its iron equivalent, or multiplied by 
1.195 gives its titanium dioxide equiva-.- 


lent. The KM11O4 solution should be 
kept in a glass-stoppered bottle -painted 
black to keep out light. 

{h) Ferric Sulfate Solution for Titan- 
ium^ {2 per cent Fe).-— Dissolve 20, g, ,of 
pure iron or plain carbon steel in a slight 
excess of HCl (sp. gr. 1.19), oxidize with 
HNO3 (sp. gr. 1.42), add about 80 ml. 
of H2SO4 (sp. gr. 1.84), and heat until 
fumes of the latter are evolved. Cool, 
dilute with water to: 1000 ml., digest on 
a steam bath until sulfates are dissolved, 
and filter if ■ necessary. Add 0,1 ' N, 
KMn04 solution until a faint pink color 
persists for 5 min. (to oxidize any ferrous 
iron that may be present). 

Ferric ammonium sulfate may be used 
also.^^ 

(c) Standard Ferric Sulfate Solution 
for Colorimetric Determination of Iron . — 
Determine the strength of the ferric 
solution for the Ti02 determination in 
terms of Fe and dilute a portion of this 
solution until one is obtained of such 
strength that 1 ml. is equivalent to 
0.00001 g. of Fe. 

(d) Thiocyanate Indicator.— a 
2 per cent solution of pure KCNS or 
NH4CNS in distilled water. 

Color 

30. To 5 g. of the sample add 1.5 ml. 
of linseed oil, rub up on a stone slab or 
glass plate with a flat-bottom glass or 
stone, pestle or mulier' to a uniform 
smooth paste. Treat in a similar man- 
ner 5 g. of the' reference standard titan- 
ium pigment. Spread the two pastes 
side by side on a clear, colorless glass 
plate and com,pare the colors. If the, 
sample is as white as, or whiter than, the 
reference standard, it passes this test. 

..Qualitative Analysis :: 

,,31. Place about 0.5 g, of the sample in 
' a ' 250-mL resistant-glass beaker,^®' add 

wGoodi, *'*MetiiO'ds, in Chemical Analysis,’* - 1st', Edi- 
■tion, p.'436. 

« Pyrex gla s is very satisfactor>’' for this purpose. 
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20 ml. of H2SO4 (sp. gr. 1.84) and -7 to 
8 g. of (NH4)2S04. Mix well and boil 
for a few minutes. The sample should 
go completely into solution; a 'residue 
denotes the presence of Si02 or siliceous 
matter. Cool the soiutionj dilute with 
100 ml. ..of water, heat to boiling,' let 
sett.le, .filter, wash with hot diluted 
H2SO4 „(i:19) until free fro.m titanium, 
and test the residue for lead, etc. Test 
the filtrate for calcium, zinc, iron, 
chromium, etc., by the regular methods 
of qualitative analysis. Fox'' the iron 
determ,ination add to a portion of the 
filtrate 5 g. of tartaric acid, render 
slightly ammoniacal, pass in H2S in 
excess, and digest at side of steam bath 
for a while. No precipitate indicates 
the absence of iron, nickel, cobalt, lead, 
copper, etc. A black precipitate readily 
soluble in diluted HCl denotes iron. 
For titanium, test a small portion of the 
original filtrate with H2O2 (a clear yellow- 
orange color should result) and another 
portion with metallic tin or zinc (a pale 
blue to violet coloration should result). 
Negative tests should be shown for 
sulfur present as sulfide, carbonates, 
and appreciable water-soluble matter. 

Moisture 

32. Place 1 g, of the sample in a wide- 
mouthed, short weighing tube provided 
with a glass stopper. Heat, with stopper 
removed, for 2 hr. at 105 to 110 C. 
Insert stopper, cool, and weigh. Re- 
port the loss in weight as moisture. ' 

Matter Soluble in Water (In the case of 

Titanium-Barium Pigments) 

33. Transfer '2.5 g. of the sample to a 
graduated .250-mL flask, add 100 ml. of 
water, and boil for 5 min. ^ Cool to room 
temperature, dilute to : the mark with 
water, mix, and allow to settle. Filter 
the supernatant liquid through a dry 
filter paper and discard the first 20 ml. 
of the filtrate. Transfer 100 ml. of the 


.clear: filtrate to a weighed dis,h and evap- 
orate to dryness, on a, steam. bath. Dry 
for 1 hr. in an oven at 105 to 110 C,.,: 
cool, and weigh. Calculate the per- 
centage of water-soluble matter. 

Titanium Oxide 

34. Transfer 0.5.g..of .the.dried sample 
to a 250-mL resistant-glass beaker,^® 
add 20 ml of 'H2SO4 (sp. gr. 1.84) and 
7 to 8 g. of (NHi) 2S04. ■ , Mix well and 
heat on hot ' plate until fumes of H2SO4 
are evolved, and then continue the heat- 
ing over a strong flame until solution 
is complete (usually Tequires not over 
5 min, of boiling) or it is apparent that 
the residue is composed of Si02 or 
siliceous matter. Caution should be 
observed in visually examining this hot 
solution. Cool the solution, dilute with 
100 ml. of water, stir, heat carefully to 
boiling w^hile stirring, let settle, filter 
through paper and transfer the precipi- 
tate completely to the paper. Wash the 
insoluble residue with cold diluted H2SO4 
(1:19) until titanium is removed. Di- 
lute the filtrate to 200 ml. and add about 
5 ml. of NH4OH (sp. gr. 0.90) to low^er 
the acidity to approximately 10 to 15 
per cent H2SO4 (by volume). Wash 
out a Jones reductor^'^ with diluted 
H2SO4 (1:19) and water, leaving suffi- 
cient water in the redactor to fill to the 
upper level of the zinc. (These wash- 
ings should require not more than one or 
two drops of 0.1 N KMn04 solution to 
obtain a pink color.) Empty the re- 
ceiver, and put in it 25 ml (measured 
in- a graduate) of ferric sulfate solution 
(Section 29), Reduce the prepared 
titanium solution as follows 4^ 

(i). Run 50 ml. of the diluted H2SO4 
(1:19) through the reductor at such a 

w Directions for preparing a Jones reductor may be 
found in Blair, “The Chemical Analysis of Iron," Eighth 
Edition, pp. 88'-89, or Treadwell-Hall, “Analytical Chem- 
istry,** Vol 2, Fifth Edition. 

“ Lundell and Knowles, “The Determination of Tita- 
mum by Reduction with Zinc and Titration with Perman- 
ganate,** Journal, Am. Chemical Soc., Vol. 45, p 2620 
{1923). 
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uniform rate as to require S to 10- min* ■ 
for passage. 

{2} Follow tliis . with the titanium 
solution at such a uniform rate as to 
require 10 min. to pass through the 
reductor. 

(J) Wash out with 100 ml. of diluted 
H2SO4 (1:19). ■: 

(4) Finally run through about 100 
ml. of water. Care should be taken 
that the reductor is always filled with 
solution or W’-ater to the upper level of 
the zinc. Gradually release the suction, 
wash thoroughly the glass tube that 
was immersed in the ferric sulfate solu- 
tion, remove the receiver, and titrate 
immediately with 0.1 N KMn04 solu- 
tion. One milliliter of 0.1 iV KMn04 
is equivalent to 0.0048 g. of Ti or 0.008 g. 
of Ti02. Fun a blank determination, 
using the same reagents, washing the 
reductor as in the above determination. 
Subtract this permanganate reading 
from the original reading and calculate 
the final reading to titanium dioxide 
(Ti02). This will include iron, chro- 
mium, arsenic, and any other substance 
which is reduced by zinc and acid. See 
Section 38 for reporting TiOa. 

Barium Sulfate (In the case of Titanium- 

Barium Pigments) 

35. Ignite, cool, and weigh the pre- 
cipitate of BaS04 obtained in separating 
the titanium in Section 34. 

Note . —If sample is impure it may be neces- 
sary to purify this precipitate, using appropriate 
methods. 

Calcium Sulfate (In the case of Tita- 
nium-Calcium Pigments) 

36, Transfer 0.5 g. of the sample to 
a 250-mL beaker, add 25 mi. of HCl 
(1 : 1), cover with a watch glass, and boil 
for several minutes. Dilute to 150 ml. 
with water, heat to boiling, wash off the 
cover glass, filter through a 9-cm. filter 
paper, and wash the paper and residue 


with hot .diluted, HCl (1:99) until the 
vrashings show, no calcium when tested 
with NH4OH and (NH4)2C204. To the 
filtrate,* add two drops of HNO3 (sp. 
gr. 1.42) and boil to insure oxidation of 
the ■ iron. Add NH4OH until slightly 
alkaline, and heat to boiling. Then 
without filtering, add an excess (30 to 
35 ml.) of a hot saturated solution of 
(NH4)2C204, stir, and continue the 
boiling until the precipitate becomes 
granular. Let stand on a steam bath for 
1 hr., and filter through a 9-cm. filter 
paper. Wash the beaker and filter with 
boiling-hot water until TO ml. of the 
washings are not decolorized in 2 to 3 
min. after adding 0.5 ml. of H2SO4, heat- 
ing to about 70 C., and adding two drops 
of 0.1 N KMn04 (Section 29). Place 
the beaker in which precipitation wsls 
made under the funnel, pierce the apex 
of the filter paper with a stirring rod, 
and wash the precipitate into the beaker 
with a jet of hot water. Pour 30 ml 
of warm diluted H2SO4 (1 : 3) through the 
filter so that the acid comes in contact 
with all of the paper, and wash the funnel 
and filter thoroughly with hot water. 
Dilute to about 250 ml. with water, heat 
to about 90 C,, and titrate at once with 
0.1 KMn04 solution to a faint pink 
color that does not disappear in 2 to 3 
min. (the temperature of the solution 
should not be below 60 C. when the end 
point is reached). Calculate the total 
calcium to percentage of GaSOi (1 ml. 
of 0.1 N KMn04 is equivalent to 
0.0068 g. of CaS04 or 0.0028 g. of CaO. 
The Fe value of KMn04 multiplied by 
0.502 is equivalent to the CaO value). 

Iron Oxide 

37. Prepare a standard ferric solution 
containing 0.00001 g. of Fe per milliliter 
(Section 29). Weigh a 1-g. portion of 
the sample and treat as in Section 34. 
Transfer without filtering to a graduated 
200-mL flask, cool, fill to the mark with 
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water, mixy let settle, and determine iron 
colorimetrically as , ' follows: Filter 
through a dry filter paper, discarding the 
first 20 ml. Transfer SO ml. of the clear 
filtrate to a clean lOO-mlt Nessler tube 
or other comparator. Add a drop or two 
of 0.1 N KMn04 solution to oxidize any- 
ferrous iron. The faint pink color 
should persist for at least 5 min. Add 
10 ml. of KCNS or NH4CNS solution 
(Section 29), dilute with water to 100 
ml, and mix thoroughly. Compare the 
color immediately with a series of refi 
erence standards, prepared side by side 
with the sample, in similar tubes. Pre- 
pare the reference standards from the 
standard ferric solution so as to have 
a range of from 0.000005 g. Fe to 
0.00004 g. Fe (0.5 to 4.0 ml. of the 
standard solution). Transfer the de- 
sired volumes of the standard ferric 
solution to 100-ml. Nessler tubes con- 
taining 50 ml. each of an acid solution 
(made up by dissolving 8 g. of (NH4)2S04 
in water, adding 20 ml. of H2SO4 
(sp. gr. 1.84), cooling, diluting with water 
to 200 ml, and mixing), add a drop of 
0.1 N KMn04 solution (or sufficient 
to yield a pink color that will persist 
for 5 min.), and then 10 ml. of the 
thiocyanate solution. Finally dilute all 
standards with water to 100 ml. and 
mix each thoroughly. 

Note. — For a single sample it is more con- 
venient to run the standard Fe solution from a 
burette into a Nessler tube containing 50 ml. of 
acid solution (made by dissolving 8 g. of 
(NH 4 ) 2 S 04 in water, adding 20 ml. of concen- 
trated H2SO4 (sp. gr. 1.84), cooling, and diluting 
with water to 200 mi., and mixing), a drop of 
0.1 N KMn04, 10 ml. of the thiocyanate solu- 
tion, and then dilute with distilled water until 
the depth of the color produced after diluting 
100 ml. and mixing, exactly matches that of the 
sample. From the burette reading calculate 
the, amount, of Fe. , . When using standards, the 
color comparisons must be made immediately. 

Calculations and Report 

38. Calculate the total iron found to 
Fe203 and report as such. Calculate the 


TiOa equivalent by multipljdng ' the 
Fe203 result by the factor 1.003 and 
subtract this figure from the total Ti02 
as determined in Section 34; report 
the remainder as Ti02. Report all 
results on the dry or moisture-free basis. 

Calcium, Pigments ; 

Whiting, Paris White, Spanish White, 
Chalk 

Qualitative Analysis 

39. By the usual methods of qualita- 
tive analysis, test the sample for small 
amounts of insoluble matter (siliceous), 
iron, aluminum, sulfur, water, or mag- 
nesium. 

Note. — The sample should be approximately 
95 per cent CaCOg 

Total Soluble Lime^® 

40. Weigh out 0.75 g. of the sample 
into a small crucible, ignite cautiously 
to dull redness to destroy organic 
matter, cool. Transfer to a 400-mL 
beaker, add 20 ml. of water, cover, then 
add 15 ml. of HCl (sp.gr. 1.19) and 3 or 
4 drops of HNO3 (sp.gr. 1.42), and boil 
until all the soluble matter is dissolved 
and all the CO2 expelled. Wash off 
and remove the cover, dilute the solu- 
tion to about 150 ml. with freshly boiled 
water, heat to boiling, and add diluted 
NH4OH (sp. gr. 0.96) carefully until 
2 i slight permanent precipitate forms. 
Heat to boiling and add 10 ml. of a 
solution of oxalic acid (10 per cent); stir 
until the oxides of iron and aluminum 
are entirely dissolved and only a slight 
precipitate of calcium oxalate remains. 
Add 200 ml. of boiling water and suffi- 
cient saturated solution of ammonium 
oxalate (20 to 25 ml.) to precipitate the 
lime. Boil and stir for a few moments, 
remove from the heat, let settle, and 
filter on an 11-cm. filter. Wash ten 
times with 10 to 15-ml. portions of hot 
water. Place beaker in which precipi- 

w Meade, “Portland Cement,’^ 3rd Edition, p. 440 
Chemical Publishing Co. (1926). 
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tation was made, under the funnel, pierce ■ 
apex of filter with stirring rod, and wash 
precipitate into beaker with hot water. 
Pour warm diluted H2SO4 (1:4) through 
paper and wash a few times. Add about 
30 ml, of, the diluted H2SO4 (1:4), 
dilute to about 250 ml., heat to 90 C. . 
and titrate at ' once : with standard 
KMn04 ; solution ,■ (solution ' should not ' 
be below 60 C. when end point is 
reached). The KMn04 is best stand- 
ardized against the National Bureau of 
Standards’ standard, sample No. 40 of 
sodium oxalate.^*^ Calculate to CaO and 
CaCOs. 

Mixed Calcium and Magnesium Car- 
bonates^^ 

41. (a) Weigh 1 g. of the finely 
powdered sample into a small porce- 
lain dish, add 25 ml. of 1 N HCl, cover 
with a watch glass, and when efferves- 
cence has ceased, heat to boiling. Cool 
and titrate with 1 N NaOH solution, 
using methyl orange as indicator. 

(b) The calculation is as follows: 

One gram of CaO = 35,7 ml. of (1 N) acid 
CaCOs = Cad X 1.784 

’ Subtract the number of milliliters of 
NaOH required from 25; the - result 
represents the number of milliliters of 
(1 N) acid corresponding to the 
CaCOs + MgCOa. Multiply the weight 
of CaO ill 1 g. of sample (as found in 
preceding section on total soluble lime) 
by 35,7; the product represents the 
number of milliliters of i W acid cor- 
responding to the CaO present. Sub- 
tract from the total number of milli- 
liters of acid required by CaCOs + ' 
MgCOs and multiply the result by 0.042, 
obtaining weight of MgCOa in 1 g. of 
sample. The MgCOs determined by " 
this process should not differ^more. than 


Supplement to National Bureau of. Standards Circur 
lar No, 3^8 (1932). 

J. W. Mellor, "‘A Treatise on Quantitative Inorganic 
Analysis/* p. 522» J. B. Lippincott Co.* Philadelphia, 
Pa. (1913). ■ 


0.25 per cent from that:, obtained by more 
elaborate' . methods., , It is to, be . noted', 
that this method'is a measure of the total , 
alkalinity, and if .Ca'or Mg.,: are. present 
in other forms than carbonate, a com- 
, plete analysis would be necessary to give 
percentages of CaCOa and- MgCOa. . , , 

(c) Instead of the procedure described 
, in Paragraphs (a) and -(&), Newberry 
method for the simultaneous determina- 
tion of calcium and magnesium car- 
bonates may be used. 

Gypsum^ Terra Alba, Plaster of Paris 

Combined Water and Moisture 

42. {a) Heat 1 g. of the sample in 
a covered porcelain crucible on an 
asbestos plate for 15 min., then heat 
bottom of the crucible a dull red for 10 
min. over a bunsen burner, remove cover, 
and heat for 30 to 40 min. at a slightly 
lower temperature. Cool and weigh 
rapidly. Repeat to constant weight. 

{b) Combined water and moisture 
may also be determined by heating to 
constant weight in an air bath at 200 C, 

Insoluble Matter 

43. Boil 2 to 3 g. of the sample with 
20 ml. of HCl (sp. gr. 1.19), a few drops 
of HNO3, aud about 50 ml. of water. 
Evaporate to dryness, and boil residue 
repeatedly with HCl (1:9), decanting 
through a filter. Finally transfer to the 
filter, wash with hot water, ignite, and 
.weigh insoluble matter. Test for 
BaS04. Make a qualitative examina- 
tion of the filtrate from' the- insoluble . 

. matt'er to determine if Al, ,Fe, or Mg are 
present in abonormal amounts (should 
be mainly Ca and SO3). Test a sepa- 
rate portion of . the, sa.mple„,for- ,C02; if 
' ,desired determine ; as ■ . described under 
: Basic Carbonate of ' Lead in Section '7. : 


.Meade “Portland Cement,” 3d Edition, p, 440, 
Chemical Publisiimg Co. (1926); Mellor, “A Treatise on 
Quantitative Inorganic Analysis,” p. 522, J. B. Lippincott 
Co.j, Philadelphia, Pa. (1913); C^msnt Engineering Nms 
Vol, I5,p.35 (1903). 
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. Barium Pigments. 

■ Barytes Of BojUe^ Blanc Fixe^^ 
.Microscopic Examinatioa 
.^ 44. Examine the sample microscopi- 
cally to determine uniformity of grind- 
ing, size, and angularity of particles, 
crystalline or amorphous. The sample 
should be at least 95 per cent BaS 04 . 

Loss on Ignition 

45. Ignite 1 g. of the sample for 30 
min. Loss may be ' due to organic 
matter, moisture, combined water, and 
CO 2 (and SO 3 from CaS 04 if present). 
If loss is appreciable, test for CO 2 . 

Soluble and Insoluble Matter 

46. Boil 1 g. of the sample with HCl 
(1:3), filter, wash with hot water, ignite, 
and weigh insoluble matter. This may 
be treated with H 2 SO 4 and HF for 
Si02* In the absence of AI2O3 (from 
silicates) residue is considered as BaS 04 . 
Make qualitative tests of filtrate from 
the insoluble matter for Al, Fe, Ca, 
Mg, SO3. Test a separate portion of 
sample qualitatively for CO 2 . 


Silica Pigments . , 

Silica or Silex 

47. Silica or silex should .be practically ^ 
pure Si 02 . A qualitative examination 
will suffice in most cases with a ■ de-' 
termination of the loss on. treating 1 g. 
of the sample with " H 2 SO 4 and HF, 

China Clay 

48. A qualitative analysis of China 
clay to determine whether the clay is 
essentially hydrous aluminum ' silicate ■ 
is generally all of the chemical tests 
necessary. Color, fineness, etc., are 
more important than analysis. 

Asbestine 

49. Asbestine is tested qualitatively 
to determine whether material is as 
represented. Color, fineness, etc., are 
important. Asbestine should be ex- 
amined under the microscope to note 
whether it is fibrous or talcose and 
whether silica or China clay are admixed. 
Samples of known origin should be used 
here as a guide for comparison. 


, AFPROYED AS 
AMERICAN STANDARB . 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA N0.:.K:S8-1.941 


Standard Methods of 

CHEMICAL -ANALYSIS OF YELLOW AND ORANGE PIGMENTS 
CONTAINING CHROMIUM COMPOUNDS, BLUE 
PIGMENTS, AND CHROME GREENi 


w 

A.S.T.M. Designation: B 126 - 36 
Adopted, 1923; Revised, 1927, 1935, 1936.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 126; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover procedures 
for the chemical analysis of yellow and 
orange pigments containing chromium 
compounds, blue pigments, and chrome 
green. 

Preparation of Sample 

2. Dry pigments, if lumpy or not finely 
ground, shall be ground, to a fine powder 
for analysis. Large samples may be 
thoroughly mixed and a representative 
portion taken and powdered if lumpy or 
not finely ground. The sample in all 
cases shall be thoroughly mixed before 
taking portions for analysis. Extracted 
pigments shall be ground to a fine pow- 
der, passed through a No. 80 (177- 
micron) sieve® to remove any skins, and 
thoroughly mixed. The weighed por- 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1922 to 1923, being revised in 
1923. Editorially revised and rearranged in 1939. 

* Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A,S,T.M. Designation: E 11), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.TJI, 
Designations at front of book. 


tions of extracted pigments should be 
moistened with a little alcohol before 
adding reagents for analysis. All sam- 
ples shall be preserved in stoppered 
bottles or containers. 

Yellow and Orange ■ Pigments 

(Chrome Yellows, American Vermillion, 
Basic Lead Chromate) 

Note. — A pure ebrome yellow should contain 
only lead chromate and other insoluble lead 
compounds. 

Added Coloring Matter 

3. Boil 2 g. of the sample with 25 
ml. of distilled water, let settle, decant 
the supernatant liquid. Boil the residue 
with 25 ml. of 95 per cent ethyl alcohol 
and decant as before. Boil the residue 
with 25 ml. of chloroform and again de- 
cant. If any one of the above solutions 
is colored, organic coloring matter is 
indicated. If the solutions should re- 
main colorless, organic colors are prob- 
ably absent. 

Note.— I f it is desired , to, test for organic 
colors resistant to the above reagents, the test 
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pmcediircs described in the foliowing books may 
be used, taking into account, the nature of the 
pigment involved: Zerr and Mayer, ^Tests for 
Coal Tar Colors in Aniline Lakes*’; Schultz and 
Julius, .Systematic Survey of the Organic 
Coloring Matters”; .Muliiken, * identification of 
Pure Organic Compounds,” Commercial Dye- 
stuffs f VoL III. 

Moisture 

4 : Heat 2 g. of the sample at 105 C. 
for 2 hr. Report the loss in weight as 
moisture. ^ 

InsoltiMe Matter 

5 . Treat 1 g. of the sample with 25 
ml. of HCl (sp. gr. 1 . 19 ) and boil for 
from 5 to 10 min. in a covered beaker, 
adding about six drops of alcohol to the 
boiling liquid, one at a time. Dilute to 
100 ml. with hot water and boil for from 
5 to 10 min. (solution should be com- 
plete). Filter the hot solution (if in- 
soluble matter is present) and wash with 
boiling water until washings are free from 
lead and chlorine. Ignite the insoluble 
matter, weigh, and examine for Si02, 
BaS04, and AI2O3. 

Total Lead 

6. Add NH4OH to the filtrate from 
the insoluble matter (or the original 
solution) until a faint precipitate begins 
to form, then add 5 mi. of HCl (sp. gr. 
1 . 19 ), dilute to 500 ml., and pass iftto 
the clear solution a rapid current of H2S 
until all of the lead is precipitated as 
PbS. Let the precipitate settle, filter, 
wash with water containing some H2S. 
Boil the filter and precipitate with diluted 
HNO3 ( 1 : 3 ) until all of the lead has dis- 
solved, filter, and wash thoroughly with 
hot water. To the filtrate, add 10 ml. 
of H2SO4 (1:1), evaporate until copious 
fumes of H2SO4 are evolved, cool, add 
about 75 ml. of water and then 75 ml. of 
95 per cent ethyl alcohol. Let stand 
about 1 hr., filter on a Gooch crucible, 
wash with diluted alcohol, dry, ignite, 
and weigh as PbS04. Save the alcoholic 


filtrate from the.PbS04j evaporate nearly 
to dryness,. and add to the ,fi.ltrate irom' 

the PbS. 

Chromium (Iron, Aluminum) . 

7 . (a) Heat the filtrate from the PbS 
(Section 6) to . expel H2S and, if iron rs 
present, add a few drops of HNOs and 
boil about 2 min. Render :tlie solution 
just alkaline with NH4OH, boil a few. 
minutes, filter, and wash with hot NH4Ci 
solution (2 per cent). (If the sample 
contains an appreciable amount of zinc, 
a double precipitation should be made.) 
In the absence of iron and aluminum 
this precipitate may be ignited and 
weighed as Cr203. If iron and alumi- 
num are present, dissolve the NH4OH 
precipitate with hot diluted HGl, wash- 
ing the paper with hot water. Evapo- 
rate to about 100 ml., cool, add NH4GH 
until alkaline, and then add Na202 (con- 
taining at least 90 per cent of Na202) in 
small portions to the cooled solution 
(10 to 12 C.) until oxidation is complete, 
keeping the beaker covered. Digest 
until ail of the chromium and aluminum 
have been dissolved, adding more Na202 
if necessary. Filter off the Fe(OH)3, 
wash thoroughly with hot water, ignite, 
and weigh as Fe203; or, dissolve the pre- 
cipitate in HCl and determine the Fe 
content volumetrically. Make up the 
filtrate from the Fe(OH)3 to 250 ml. in a 
graduated flask, and mix. Boil an ali- 
quot portion vigorously for 10 to 15 
min. to expel H2O2, cool, acidify with 
H2SO4, add an excess of standard 
(NH4)2Fe(S04)2-6H20 solution and ti- 
trate back with K2Cr207 solution ( 0.1 iV“), 
using K3Fe(CN)6 as outside indicator. 
(The CrOs may also be determined by 
acidifying the aliquot portion with acetic 
acid, precipitating.as PbCr04 or BaCr04, 
and finally weighing on a Gooch crucible.) 
To determine AI2O3, make an aliquot por- 
tion of the filtrate from the Fe(OH)3 acid 
with HCl, and then just distinctly alka- 
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line with 'NH4OH, heat to boiling, let 
settle, filter, , wash w NH4GI so- 

lution (2 per cent), ignite, and weigh as 
AI2O3. If iron and aluminum are not 
to be determined or are present in negli- 
gible' amounts, the first NH4OH pre- 
cipitate -may be dissolved in diluted 
HCl, oxidized with Na202, boiled vigor- 
.ously for 10 to 15 min. to expel H 2 O 2 ,' 
cooled, acidified with H2SO4, and CrOs 
determined volumetrically. 

(b) The CrOs in the absence of other 
oxidizing substances, may be determined 
on 1 g. of the pigment by Schwartz’ 
method'^ or by the persulfate method,® 
as follows: For c. p. chrome yellows use a 
0.25-g. sample, for c. p. chrome greens 
use a 0.5-g, sample, and for commercial 
chrome greens use a 1-g. sample. Weigh 
the sample, transfer to a 600-mL resist- 
ant glass beaker,® add 25 ml. of H 2 SO 4 
(sp. gr. 1.84), and fume lightly on a hot 
plate for 3 or 4 min. Excessive fuming 
or cooking over a hot flame is neither 
necessary nor desirable, as it may pro- 
duce the difficultly soluble anhydrous 
chromium sulfate (Note 1). The Prus- 
sian blue color is destroyed in a few 
minutes. Cool, cautiously dilute with 
water to 300 ml (Note 2), stir, and heat 
to boiling. To the boiling solution add 
a small amount of permanganate (0.5 to 
1 ml of KMn 04 (0.1 N)) to insure the 
presence of some manganese. Then 
add to the boiling solution 10 ml. of 
AgNOs solution (25 g.®" in enough water 
to make 1 liter) and 20 ml. (adding this 
slowly) of ammonium persulfate solution 
(4 g. of ammonium persulfate of full 
strength dissolved in 20 ml. of water). 
The hot solution should show the usual 
permanganate color. If this color does 
not develop, or if it disappears, add more 

* Fresenius, “Quantitative Cliemical Analysis,” dtii 
Edition, Vol. 1, p- 424. 

^E. F. Hickson, Circular No. Z94^ Scientific Section, 
Am. Paint and Varnish Manufacturers Assn., November, 
1926. 

** Pyrex glass is very satisfactory for this purpose. 
This value, which formerly was incorrectly given as 
2.5 g., was editorially corrected in October, 1946. 


persulfate. Whon „ the , permanganate 
color is permanent, continue the; boiling 
(best done on a hot plate) for 10 to .15 
min. to destroy excess persulfate. , .Then 
add 5 ml of diluted HCI ( 1 : 3 ) and boil 
for 5 to 8 , min. to reduce the oxidized 
manganese. The color now., should be 
the usual chromate yellow. Cool to 
about 20 C. and titrate either . electro- 
metrically with FeS04,^ ox add a meas- 
ured excess of FeS04 solution (beyond 
the deep grass-green color) and titrate 
back with E:Mn04 ( 0.1 , N), The first 
faint permanent darkening of , the green 
color is taken as the end point. Correc- 
tion for a blank (about 0.2 ml. of 
KMn04) due to color, etc., should be 
made. 

Note 1. — The important precautions are to 
avoid overheating with H2SO4, and to make sure 
that the persulfate (solid material) has not 
deteriorated. It should contain over 90 per cent 
of the reagent. 

Note 2. — In commercial chrome greens con- 
taining silicates and barium sulfate, filtration 
to remove the “acid insoluble matter” after 
fuming the sample with acid and diluting is 
advisable though not necessary. The end point 
of the subsequent titration of the clear solution 
is easier to see, and there is less chance for 
“bumping” during boiling if these are removed. 
In the case of commercial greens and yellows, 
the solution after fuming with H2SO4 and 
diluting could be filtered and the precipitated 
lead sulfate weighed directly for total lead. 
This would likewise give a clear .filtrate for the 
chromium titration. 

Zinc, Calcium, 'and Magnesium 

' 8 . Precipitate with H2S any zinc in 
the filtrate from the first NH 4 OH pre- 
cipitate, filter, wash with ' diluted 
(NH4)2S, dissolve the zinc sulfide .. in 
diluted HCl, and det.erm.ine the Zii con- 
' tent volumetrically ' by „ the.. K4Fe,(.CN).6 
m.ethod. In . the filtrate from .the., zinc 
sulfide, determine' calcium by the oxalate 
method and magnesium as Mg2P207..„ 


7 Kelly, Journal of Industrial and Engineering Chemis- 
try, Vol, U, p.t0S2 (mi). 
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StiKiiric AnhiydrMe , , 

9. Heat 1 g. of' the sample with 10 ml. 
of HCi (sp. gr. 1.19) until free chlorine is 
expelled, add about '300 ml, of Water, 
and boil. Filter off any insoluble matter 
and. wash thoroughly with hot water, 
heat, to,, boiling, and precipitate , with 
BaCb solution' in the usual manner. 
Keep the solution hot while filtering off 
the BaS04, and wash with hot water 
until the washings show ' no lead or 
chlorine. 

Carbon Biozide 

10. Determine carbon dioxide by the 
evolution method, using diluted HNO3 
free from oxides of nitrogen. 

Water-Soluble Matter 

11. Transfer 2.5 g. of the sample to a 
graduated 250-ml. flask, add 100 ml. of 
water and boil for 5 min. Cool to room 
temperature, dilute to the mark with 
water, mix, and allow to settle- Filter 
the supernatant liquid through a dry 
filter paper and discard the first 25 ml. 
of the filtrate. Transfer 100 ml. of the 
clear filtrate to a weighed dish, evaporate 
to dryness on a steam bath, dry for 1 
hr. in an oven at 105 to 110 C., cool, and 
weigh. Calculate the percentage of 
water-soluble matter. 

Calculations 

12. Calculate CrOs to PbCr04 and 
SO3 to PbSG4 if calcium is absent. 
If CO2 is present and calcium and 
magnesium are absent, calculate to 
(PbC03)2*Pb(0H)2. Report any resi- 
dual Pb as PbO. If calcium is present, 
calculate to CaCOs if CO2 is also pre- 
sent. If calcium and SO3 are present and 
CO2 is absent, calculate to. CaS04. If 
calcium, CO2, and SO3 are present, 
calculate to CaCOs; any residual cal- 
cium is then calculated to CaS04. Re- 
port: zinc as. ZnO.,; 


Blue Pigments ; ... 

(Iron Cyanide Blues (Prussian. Blue, 
Chinese Blue, Antwerp Blue, / 
Milori. Blue, Bronze Blue, 

Steel Blue))' 

Note.' — The analysis of these blues, as is gen- 
erally, the case with pigments, does mot, neces- 
sarily give results which can be used to grade 
samples, the tinting strength and coio.r tests 
being most important. 

Moisture 

13. Heat 2 g. of the sample at 105 C 
for 2 hr. Report the loss in weight as 
moisture. 

Insoluble Matter 

14. Ignite 1 g. of the sample in a por- 
celain dish at a low temperature, just 
high enough to decompose the last trace 
of blue but not high enough to render 
the iron difficultly soluble in HCI. Cool, 
add 15 ml. of HCI (sp. gr. 1.19) and a 
few drops of bromine, cover with a watch 
glass, and digest on the steam bath. 
Wash off cover, evaporate to a sirup, 
add water, boil, filter, wash with hot 
water, ignite the residue, and weigh. 
Examine the insoluble residue for silica, 
barium sulfate, and alumina. 

Iron and Aluminum 

15. Determine iron and aluminum in 
the filtrate from the insoluble matter 
(Section 14) by precipitation with 
NH4OH in the usual manner. , A double' 
precipitation is desirable. Ignite and 
weigh FeaOs + AI2Q3, deduct Fe203 (cal- 
culated from total Fe), and calculate 
AI2O3 to AL 

Calcium 

16. Determine calcium in the filtrate 
from the Fe203 + AI2O3 by precipitation 
with ammonium oxalate. Titrate with 
KMn04, or ignite and weigh as CaO. 
Acidity the filtrate from the calcium 
oxalate with HCI, dilute to a definite 
volume, and mix. 
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Siilfiiric Anhydride 

■ .17. Determine sulfuric anhydride in an 
aliquot of the solutionj just prepared in 
Section 16 from the filtrate from the cal- 
cium oxalate, as BaS 04 in the usual 
manner (see Section 9), 

Alkali Meta! and Alkaline Salts 

18. Evaporate an aliquot of the solu- 
tion, just prepared in Section 16 from 
the filtrate from the calcium oxalate, 
with H 2 SO 4 , ignite (treating with solid 
ammonium carbonate), and weigh. De- 
termine whether the alkali metal is 
sodium or potassium and subtract the 
alkali metal corresponding to the sulfate 
(SO4) found. The remainder is alkali 
combined with the blue and is reported 
as Na or K. 

Total Iron 

19. Decompose and dissolve 1 g. of the 
sample as described in Section 14, re- 
duce, and determine the total iron with 
KMn 04 or K2Cr207. There should be 
not less than 30 per cent, calculated on 
the basis of the dry pigment. 

Total Nitrogen 

20. Determine the total nitrogen on 
1 g. of the sample by the Kjeldahl- 
Gunning Method, digesting for at least 
2| hr. The H 2 SO 4 should not blacken, 
as that would indicate organic aduitera- 
..tion. '■ 

Water-Soluble Matter 

21; Transfer 2,5 g, of the sample to' a 
graduated 2S0-mL flask, fill to the mark 
with water, and stopper. Shake vigor- 
ously and let stand at room temperature 
for not less than IS hr., shaking vigor- 
ously from time to time. Then let 
settle, filter through a dry filter paper, 
and discard the first 25 ml. of the filtrate. 
Transfer 100 ml. of the clear filtrate to a 
weighed dish, evaporate to dryness on a 
steam bath, dry for 1 hr. in an oven at 


105 to 110 C,, cool,. and, weigh. , Calcu- 
late the percentage' of water-soluble 
matter. 

Added Coloring Matter , 

■ 22. Determine added' .coloring matter 
in accordance with Section 3, omitting 
the treatment with hot water. Also, 
test the pigment with' diluted HCl (1:1) . 
for ultramarine blue (evolution of H 2 S) 
and carbonates (evolution of CO 2 ). 

Calculations 

23. The percentage of Prussian blue 
may be obtained with sufficient ac- 
curacy for commercial purposes by mul- 
tiplying the percentage of nitrogen by 
3.404 or the percentage of ammonia by 
2 . 8 . 

Note.— Some blues, for example, Chinese 
blue, may contain tin salts. Others may contain 
manganese or chromium compounds. The 
presence of these compounds should be de- 
termined by a qualitative examination at least, 

Ultramamne Blue 

Note. — An analysis is of little value for de- 
termining the quality of pure ultramarines, but 
is useful in the identification of foreign admix- 
tures. Practical tests as to the stability and 
compatability of the pigment in mixtures with 
other pigments, coloring power, tint, fineness, 
fastness to light, etc., are more important than 
chemical analysis. 

Moisture 

24. Heat 2 g. of the sample at 105 C. 
for 2 hr., cool, and weigh. Report the 
loss in weight as moisture. 

Silica 

25. Treat 1 g. of the sample in a cov- 
ered dish or casserole with 30 ml. of 
HCl (1:1), heat until decomposed. 
Wash off and remove cover, and evapo- 
rate to dryness on the steam bath. 
Moisten with, HCl (sp. fgr. 1.19) and. 
again evaporate to dryness, add 1 to 2! 
ml. of HCl (sp. gr. 1.19), let stand about 
S min., add hot water, filter, and wash 
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tHie.msoluble matter .with hot water. If 
great accuracy is desired^. evaporate the 
filtrate to dryness, take up with HCL 
and water, . filter on a second paper, 
wash, and add the residue to the .main 
insoluble matter. Ignite the insoluble 
matter, cool, and w^eigh. Dete.rm.ine 
Si02 by volatilization with. 'H2SO4 and 
HF.. Make a; qualitative examination 
of any residue that may remain. ^ 

Alumina 

26. Render the filtrate from the silica 
faintly alkaline with 'NH40H, boil a few 
minutes, filter, wash with a hot solution 
of NH4CI (2 per cent), ignite, and w^eigh 
as Al203(+Fe203). For more accurate 
work, dissolve the Al(OH)3 precipitate 
in HCl and reprecipitate as above. 

Sodium Oxide 

27. Acidify the filtrate from the illoOs 
with H2SO4, evaporate to dryness, ignite 
(finally adding solid ammonium car- 
bonate), and weigh as Na2S04. Calcu- 
late to Na20. If calcium is present it 
should be precipitated with ammonium 
oxalate in the filtrate from the AI2O3, 
ignited, and weighed as CaO, and the 
sodium determined in the filtrate from 
the calcium oxalate, as described. 

Total Sulfur 

28. MLx 1 g. of the sample with 4 g. 
of Na2C03 and 4 g. of Na202 in a nickel 
crucible, cover with, about 1 g.of Na2C03, 
and fuse, using an aluminum or asbestos 
shield to prevent the sulfur being taken 
up from the gas. Dissolve the fused mass 
in diluted HCl (1:2), filter and wash if 
necessary (there should be no insoluble 
residue), precipitate with BaCb and de- 
termine total sulfur by weighing as 
BaS04. Calculate to S. 

Sulfur Present as Sulfate 

' 29. Dissolve 1 g. of the sample in 
diluted HCl (1: 1), boil to expel HsS, and 


filter if necessary; make, the 'solution: 
faintly alkaline with NH40H and just 
distinctly acid with HCl, and treat/with 
BaCb. iu' the usual manner. Calculate 
BaS04 to SO3 and to S. 

Sulfur Present as Sulfide 

30. Subtract the sulfur present as 
sulfate from the total sulfur to obtain 
the sulfur present as sulfide. 

Cobalt Blhe^ 

Note. — T his pigment is essentially a com- 
pound of the oxides of aluminum and cobalt. 
Certain shades of ultramarine blue are often 
sold under the name “cobalt blue.” 

Moisture 

31. Heat 2 g. of the sample at 105 C. 
for 2 hr. Report the loss in weight as 
moisture. 

Alumina 

32. Fuse 1 g. of the sample with 12 to 
15 g. of sodium or potassium pyrosulfate, 
cool, digest with water and HCl, filter, 
and wash the residue with hot water. 
Make the filtrate up to 250 ml. in a 
graduated flask and mix. Ignite the 
residue, cool, weigh, and examine for 
Si02 and BaS04. Dilute an aliquot of 
the filtrate to 200 ml., add 5 g. of NH4CI, 
heat to boiling, and add diluted NH4OH 
(1:5) until just distinctly alkaline (a few 
drops of 0.2 per cent alcoholic solution of 
methyl red is recommended as indicator). 
Boil for 1 or 2 min., filter at once, dis- 
solve the precipitate with HCl ( 1 : 1 ), 
and reprecipitate as before. Filter, 
wash thoroughly with hot NH4CI (or 
NH4NO3) solution (2 per cent), ignite, 
and weigh as AI2O3. 

Calcium and Magnesium ■ 

33. Unite the filtrates from the AbOs, 
saturate with H2S, filter, and determine 

8 “Analysis of F.aint and Vamiah Products,” C. D. 
HoHey, p, 210 (1912). 
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calcium and magnesium in the filtrate 
in the usual manner. 

CoMit'Osides ■ ; 

34. Subtract from lOO the constitu- 
::€nts^ determined in accordance with 
Sections 31 to 33 and report the differ- 
ence as cobalt oxideSj unless a qualitative 
examination shows the presence of other 
substances in significant amounts. 
Should the pigment contain phosphoric 
acid (or arsenic add) in more than 
negligible amounts, these must be re- 
moved before determining aluminum, 
calcium and magnesium.® 

Sublimed Blue Lead^® 

Total Lead 

35. Digest 1 g. of the sample wdth IS 
ml. of HNO3 (sp. gr. 1.42) in a covered 
beaker. Boil the solution until the 
brown fumes of the oxides of nitrogen 
have disappeared. Add 6 ml. of H2SO4 
(sp. gr. 1.84) and again boil until the 
heavy fumes of SO3 are evolved. Allow 
the solution to cool, add 30 ml of water, 
and boil. Remove the beaker from the 
hot plate and allow the solution to stand 
for from 3 to 4 hr. Filter the solution, 
washing the precipitate by decantation 
three or four times and allowing the bulk 
of the precipitate to remain in the 
beaker. Place this beaker containing 
the residual lead sulfate under the funnel 
used for the filtration, wash the filter 
paper with 75 ml. of a mixture consisting 
of 95 ml of NH4OH (sp. gr. 0.90), 125 
ml. of 80 per cent acetic acid and 100 
ml, of water. Follow this washing with 
75 ml. of hot water. Boil until all 
PbS04 is dissolved. Dilute to 200 ml. 
with hot water, boil, and then titrate 
with standard ammonium molybdate 
solution, using a freshly prepared solu- 
tion of one part of tannic acid in 300 

s See ^'Teclmicar Methods of Chemical Analysis/* 
Lunge-Keane, VoL III, Part IT, p. 978, (1914). 

w “The Chemical Analysis of Lead and Its Com- 
pounds.” Schaeffer and White, pp, 22 to 24, 


parts of water as an; outside indicator. 
Run a blank and correct for the, same. 
The ammonium molybdate solution con- 
tains 8.67 g. in T liter of water and is 
standardized against pure lead foil, pure 
PbO, or pure PbSOi- 

Total Sulfur 

36. Treat 0.5 g. of the sample: in a 
beaker with 10 ml. of water and a few 
milliliters of bromine water. Boil gently 
until all the bromine has passed off. 
Dilute with water, add another portion 
of bromine water, boil, and continue the 
treatment until the sediment has become 
white in color. Add 8 ml. of HNOs 
(sp. gr. 1.42), evaporate the solution 
until the brown fumes of NO2 have dis- 
appeared, dilute with water and add an 
excess of Na2C03. Boil gently (cov- 
ered) for from 10 to 15 min. and let 
stand for 4 hr. Dilute with hot water, 
filter, and wash with hot water. Reject 
the residue. Acidify the filtrate (about 
200 ml) with HCl and add an excess of 
about 2 ml of the acid. Boil and add a 
slight excess of BaCl2 solution (10 per 
cent). Let stand on a steam bath about 
1 hr., filter, wash with hot water, ignite 
and weigh as BaS04. Calculate the 
BaS04 to S. 

Lead Sulfate 

37. On a separate sample determine 
the sulfate directly with Na2C03 as in 
Section 36, without any preliminary 
treatment with bromine water or HNO3. 

Lead Sulfite 

38. Boil l.S g. of the sample with 3 
g. of Na2C03,, let stand, filter, and' wash 
thoroughly. To the filtrate add 3 ml 
of bromine water, heat gently to oxidize 
the sulfite to sulfate, acidity with HCl, 
and precipitate : with BaCl2 solution. 
Filter, wash, ignite, and weigh as BaS04. 
Deduct the amount present, as sulfate^ 
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and calculate the remainder to lead sul- 
fite (PbSOs).. „ 

Lead Sulfide ■ 

39. Deduct the, sulfur present as sul- 
fate and sulfite from the total sulfur, 
and report the d:ifference as lead sulfide 

(Pbs.). : . 

Lead Carbonate 

40. Determine any CO 2 present by the 
evolution methodj removing any H 2 S 
or :S 02 formed by means of KMn 04 or 
CrOa solution. Calculate to PbCOs. 

Lead, Oxide 

41. Deduct the lead present as sulfate, 
sulfite, sulfide, and carbonate from the 
total lead and report the difference as 
lead oxide (PbO). 

Zinc Oxide 

42. Boil 1 g. of the sample with a 
solution of 4 g. of NH4CI in 30 ml. of 
water plus 6 ml. of HCl (sp. gr. 1.19). 
Dilute to 200 ml. with hot water, add 
2 ml. of a saturated sodium thiosulfate 
solution, and titrate with a standard 
solution of potassium ferrocyanide, using 
a 5 per cent solution of a uranium nitrate 
as an outside indicator. Report as ZnO. 

Carbon and Volatile Matter 

43. Ignite a weighed portion of the 
sample in a partially covered crucible at 
a low red heat for 2 hr., cool, and weigh. 
Report the loss in weight as carbon and- 
volatile matter. 

'Chrome Green . 

Note.— A pure cbrome green should contain 
only Prussian blue, and pure chrome yellow, A 
microscopic examination should be made to 
determine whether the green is a combined 
precipitation product, which is of the greater 
value, or one mixed after separate precipitation. 
A good green will show the presence of green 
and blue particles, while a poor green will show 
yellow and blue particles., mixed with green. ■ 


Moisture 

■ 44. Heat 2 g. of the sample at 105 C. 
for 2 hr. Report the loss in weight as 

moisture. 

Insoluble Matter 

45. Heat gently 1 g.,of the sample in a 
small porcelain dish until the blue color 
has been ' decomposed. The heating 
should be carried out 'very carefully so 
as not to render the iron difficulty sol- 
uble. (With some very pure chrome 
greens it may be advantageous to mix 
the sample with two to five times its 
weight of pure BaS 04 before igniting.) 
Let cool, transfer to a beaker, and de- 
termine insoluble matter as outlined in 
Section 5 for Yellow Pigments. 

Lead 

46. Determine lead in the filtrate from 
the insoluble matter determination (Sec- 
tion 45) in accordance with Section 6 for 
Yellow Pigments. 

Iron, Aluminum, and Chromium 

47. Determine iron, aluminum, and 
chromium in the filtrate from the lead 
determination (Section 46) in accord- 
ance with Section 7 for Yellow Pig- 
ments, making a double precipitation. 

Zinc, Calcium, and Magnesium 

48. Determine zinc, calcium, and 
magnesium in the filtrate from the iron, 
aluminum, and chromium determination 
(Section 47) in accordance with Section 
8 for Yellow Pigments. 

Carbon Dioxide 

49. Determine CO 2 by the evolution 
method, using diluted HNO3 (1:5). 

Sulfuric Anhydride 

50. Heat gently i g. of the sample as 
in Section 45, cool, transfer to a beaker, 
add 30 ml. of HCI (sp. gr. 1.19), cover, 
and beat on a steam bath for about 3Q 
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min. (in some cases, the iron compounds 
will go into solution more readily by 
letting the solution stand for some time 
at room temperature and then heating). 
Wash the cover, add 50 ml. of boiling 
water, boil for S min., filter, render the 
filtrate faintly alkaline with NH 4 OH, 
then slightly acid with HCl, heat to boil- 
ing, and precipitate with BaCh (IS ml. 
of 10 per cent solution) in the usual man- 
ner, boiling about 10 min. Filter, wash 
with hot water, ignite, and weigh the 
BaS04- 

Hitrogen 

51. Determine nitrogen on 1 g. of 
the sample by the Kjeldahl-Gunning 
method, digesting for at least 2 | hr. 

Water-Soluble Matter 

52. Make the test for water-soluble 
matter in accordance with Section 21 , 

Added Coloring Matter 

53. Determine added coloring matter 
in accordance with Section 3. Also, test 
the pigment with diluted HCl (1:1) for 
the presence of ultramarine blue (evo- 
lution of H 2 S). 

Chrome Oxide Green 

Note. — C hrome oxide green is practically 
pure chromic oxide (Cr203) without any ad- 
mixture. 

Moisture 

54. Determine moisture in accordance 
with Section 44, 

Water-Soluble Matter 

55. Determine water-soluble matter in 
accordance with Section 11, 

Total Chromium 

56. Special Solutions Required: (a) 
Standard Ferrous Solution,-— Dissolve 
39.25 g. of ferrous ammonium sulfate 
crystals in 950 mi. of distilled water and 
add 50 ml of H2SO4 (sp. gr. 1.84). 


' (b) Decinormal Fotassium Perman- 
ganate SoMion,--Disso\ve S,2 g. of pure 
KMn 04 in 1 liter of distilled water, let 
stand 8 to 14 days, siphon off the clear 
solution (or filter through asbestos), and 
standardize as follows: In a 400-mL 
beaker dissolve 0.20 to 0.25 g. (accu- 
rately weighed) of pure K 2 Cr 207 crystals 
in about 300 ml. of water and add 20 ml 
of H 2 SO 4 (1 : 1). Add a measured excess 
of FeS 04 solution (0.1 W) and titrate 
back with the KMn 04 solution which is 
being standardized. Now take the same 
volume of FeS 04 solution and dilute to 
300 ml. and titrate with the KMn 04 
solution. The difference between the 
two titrations represents the ferrous sul- 
fate that w^as oxidized by the K 2 Cr 207 in 
terms of milliliter readings of KMn 04 . 
The weight of pure K2Cr207 divided by 
the milliliter readings of KMn 04 (by 
difference) gives the grams of K 2 Cr 207 
equivalent to 1 ml. of KMn04. One 
milliliter of the KMn 04 solution should 
be equal to about 0.00173 g. of chro- 
mium. 

57, Procedure. — Mix thoroughly 
about 0.25 g. (accurately weighed) of 
the sample with approximately 5 g. of 
sodium peroxide (containing at least 90 
per cent Na202) in a 30-mL pure iron 
crucible (ordinary iron crucibles may 
contain some chromium and manganese) 
and fuse carefully over a gas flame. 
Fusion at a low red heat for 5 min., after 
the mass has melted, will insure com- 
plete decomposition. Allow the cruci- 
ble to partl}^ cool,, and while tightly 
covered, tap on an iron plate to loosen 
the fusion in a solid cake. Place the 
cake in a covered beaker and dissolve 
with 200 ml. of warm, water. ' Rinse the 
■ crucible and, co,ver with- warm .water, 
adding' to the main po.rtion, , Add. ap- 
proximately 1 g. of Na 202 and boil the 
solution vigorously for 10 min. to destroy 
excess peroxide. If excess peroxide 'is 
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not destroyed^ some of the chromium 
will , be. reduced when, the solution is 
acidified. Gool, and acidify with^ H2SO4 
(1:1) (about 50 ml), A clear solution 
with ,a few scales of magnetic oxide 
should result.. Immediately cool again, 
add 5 .ml. of .H3PO4' (sirup, sp. gr. 1.7), 
transfer to an SOO-ml. beaker, and dilute 
with , cold .water .to 500, ml. .Add an 
accurately measured excess (about 100 
ml.) of approximately 0.1 N ferrous 
ammonium sulfate to the' solution while 
.st.irring. Mien reduction is complete a. 
deep pure green color should develop, and 
a drop of the liquid when tested with a 
drop of diluted potassium ferricyanide 
solution should give a blue color. Set 
the beaker about 0.5 in. above a white 
tile to secure good light. Determine 
the excess of ferrous solution by titration 


with a standard solution of KMnOi (ap- 
proximately 0.1 A). Take the first 
faint perm.anent darkening of the clear 
green color as the end point. Addition 
of more KMnOi increases the depth of 
the color which finally becomes purple. 
The end point is quite sharp and w^ell 
defined, but requires some practice. In 
exactly the same manner carry through 
a blank determination, starting with a 
peroxide fusion. Finally, add the exact 
volume of ferrous solution as was used 
in the determination and titrate back 
with the KMn04 solution. The differ- 
ence between the volumes required in 
the two titrations represents the chro- 
mium in the sample, and the percentage 
is found by multiplying this value by 
400 times the chromium titer of the 
KMn04 solution. 
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Standard Methods of . 

CHEMICAL ANALYSIS OF YELLOW, ORANGE, RED, AND 
BROWN PIGMENTS CONTAINING IRON AND 
MANGANESEi 



A.S.T.M- Designation: D 50- 36 
Adopted, 1918; Revised, 1927, 1933, 1936.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 50; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover procedures 
for the chemical analysis of yellow, 
orange, red, and brown pigments con- 
taining iron and manganese. 

Preparation of Sample 

2. Dry pigments, if lumpy or not 
finely ground, shall be ground to a fine 
powder for analysis. Large samples 
may be thoroughly mixed and a repre- 
sentative portion taken and powdered 
if lumpy or not finely ground. The 
sample in all cases shall be thoroughly 
mixed before taking portions for an- 
alysis. Extracted pigments shall be 
ground to a fine powder, passed through 
a No. 80 (177-micron) sieve^ to remove 
any skins, and thoroughly mixed. The 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A S.T.M, 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1917 to 1918, Editorially re- 
vised and rearranged in 1939, 

3 Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation; E 11), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 


weighed portions of extracted pigments 
should be moistened with a little alcohol 
before adding reagents for analysis. Ail 
samples shall be preserved in stoppered 
bottles or containers. 

Indian Reds, Red, Oxides (Princess 
Metallic, Tuscan Red) 

Loss at 100 C. 

3. Heat 2 g. at 100 C. in a steam- 
jacketed oven at atmospheric pressure 
for 3 hr., or to constant weight. 

Loss on Ignition 

4. Ignite a portion in a covered porce- 
lain crucible to constant weight. This 
may include combined water, GO 2 , or- 
ganic matter, and some SO3 if much 
CaS 04 is present., CO2 may be deter- 
mined on a separate portion of the 
sample if desired.^ 

Free Acid ox. Alkali 

5. Boil 10 g. of the sample with 100 
ml of water; filter, and wash. Test 

* It is inadvisable to use platinum unless it is known 
that attacking substances are absent. 
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filtrate, with litiBHS paper;. if acid, titrate 
with 'Standard, alkali and methyl orange 
and calculate to the equivalent of H2SO4. 
If, alkaline, titrate with acid and calcu- 
late to the equivalent of Na20. Test 
fiit,rate .for alkali salts ' and alkaline 
earths,* . 

Added Coloring Matter 

6. Boil .2 g* of the sample with 25 ml. 
of .distiiled water, let settle, decant the 
supernatant liquid. Boil the residue 
with 25 ml. of 95 per cent ethyl alcohol 
and decant as before. ■ Boil the residue 
with 25 ml. of 1 N alcoholic NaOH 
and, again decant. Boil another . 2 g. 
portion of the sample with 25 ml. of 
chloroform, let settle, and decant the 
supernatant liquid. If any one of the 
above solutions is colored, organic color- 
ing matter is indicated (Note 1). If the 
solutions should remain colorless, organic 
colors are probably absent. 

Note 1. — With this class of pigments the 
presence of an organic color may often be noted 
by the characteristic odor given off on ignition. 

Note 2. — If it is desired to test for organic 
colors resistant to the above reagents, the test 
procedures described in the following books 
may be used, taking into account the nature of 
the pigment involved: Zerr and Mayer, “Tests 
for Coal Tar Colors in Aniline Lakes’*; Schultz 
and Julius, “A Systematic Survey of the Organic 
Coloring Matters”; Mulliken, “Identification 
of Pure Organic Compounds,” Commercial 
Dyestuffs^ VoL III.'' 

Insoluble Matter, Iron Oxide, etc, ' ■ 

7. (<r) Digest 2.5 g. of the sample 
(previously roasted at a low tempera- 
ture if much organic matter is present; 
if very low in carbonaceous matter a 
little KCIO3 or, NaClOs may bemsed in 
effecting ..solution) . with 25 ml. of HCl 
(adding a little H.NG3 or chlorate, if not 
already .adde.d),, wash off cover,' and 
evaporate to dryness. Take up with 
HCi and water, filter, wash, with diluted. 
HCl (1:99) and cold water* Make the 
filtrate up to 500 ml., mix, and examine 


as below.^ ■ Ignite thC' residue and weigh 
as ‘ffnsolubie’ matter’^;® if this contains 
BaS04 it may .be, determined by .fusing 
with six times its weight of Na2CGi,, 
cooling, d,igest.ing, with. hot water, .filter- 
ing, and, washing the residue . with, hot 
■water until free of sulfate* 

(b) Remove the filtrate and .place .the 
beaker used for the digestion underneath 
the funnel, pierce the filter with. the glass 
rod, and wash the residue with' a '.little 
water into the beaker; then pour: hot 
diluted HCi (1:1) over paper, and finally 
wash with hot water. If necessary add 
more HCI to the beaker to dissolve the 
BaC03.,. Heat to boiling, add diluted 
H2SO4 in slight excess, and let stand 
about 1 hr. on a steam bath. Filter, 
wash, dry, ignite, and weigh as BaS04. 
(This subtracted from total insoluble 
matter will give *%isolubIe siliceous mat- 
ter,’^ if it is desired to so report.) If it is 
desirable to analyze the insoluble siliceous 
matter, this may be done by the usual 
methods for silicate analysis, but the re- 
sults should be reported as a separate 
analysis. 

(c) For the determination of iron, 
place 100 ml. of the first filtrate in a 
flask, add about 3 g. of granulated zinc, 
put a funnel into the neck of the flask, 
heat when the action slackens; if basic 
salts separate out add a few drops of 
HCL When the reduction is complete, 
add 30 ml. of H2SO4 (1:2) and, as soon 
as the residual zinc is dissolved, wash 
down the funnel inside and out and the 
neck of the flask with a fine jet of water, 
filling the flask (1000 ml) about two- 
thirds full Cool in water and add 10 
ml. of “titrating solution” (made by 
dissolving 160 g* of manganese sulfate 
in water, diluting to 1750 ml, adding 330 
ml, of H3PO4 (sp. gr. 1.72) and 320 ml. 


* For more exact work this filtrate should be evaporated 
to dryness and SiOs removed. 

* If the insoluble contains aj^preciable amounts of Fe 
it will be necessary to fuse it with NaiCOs or potassium 
pyrosulfate (EaSsOr) to .determine total Fe in samples. 


y Chemical Analysis ^ o Pigments , (D: 50 “;36) 

of 02804 (spVgr/lJ4 point is reached). Calculate to CaO. 


KMn04 (5.659 g. per liter)' that has, 
been standardized against the National 
Bureau of ' Standards’ standard sample 
No. ' 40' of sodium oxalate. Run a 
blank on the zinc, correct for same, and 
calculate total iron as Fe 203 . Instead 
of adding the zinc to the solution, the 
reduction may be effected in a zinc re- 
ductorJ 

(d) The Fe 203 may also be determined 
by, the, K2Cr207 method.^. . 

Lime 

8 . (a) Dilute an aliquot of 100 ml 
of the original solution to about 200 ml., 
add 10 ml of HCl (sp. gr. 1.19), make 
alkaline with NH4OH, add 2 or 3 ml 
of bromine water, and boil until the 
excess NH 3 is expelled. Let settle, wash 
by decantation, redissolve in HCl, and 
reprecipitate wdth NH4OH and bromine 
water. (Precipitate equals FeaOs* 
AI2O3 • TiOa * PaOfi • MnOs.) This pre- 
cipitate may be ignited and -weighed if 
desired. 

(b) To the combined filtrates add a 
few drops of NH4OH, heat to boiling, 
and add an excess of saturated ammo- 
nium-oxalate solution. Continue the 
boiling until the precipitate becomes 
granular, let stand about 30 min., filter, 
and wash with hot w^ater until free of 
ammonium oxalate.® Place the beaker 
in which precipitation was made under 
the funnel, pierce the apex of the filter 
with a stirring rod, and wash precipitate 
into beaker with hot water. Pour vrarm 
diluted H 2 SO 4 (it 4) through paper and 
wash a few times. Add about 30 ml. of 
H2SO4 (1*4), dilute to about 250 ml., 
heat to 90 C., and titrate at once wdth 
standard RMn 04 solution (solution 
should not be below 60 C, when end 

Lord and Deniorest, “Metallurgical Analysis,” 1913, 
pp. 28-29. 

^ Ibid., pp. 21-26. 

® For more exact work this precipitate should be dis- 
solved in HCl and the calcium oxalate reprecipitated as 
above. 


(The Fe value of ,KM.ii 04 X, 0.502 = 
CaO.) The • calcium, oxalate precipitate 
may be ' ignited to . constant weight , as 
CaO. If desired, magnesia may be de- 
termined as Mg 2 p 2'07 in the usual man- 
,ner in the filtrate from the calcium 
oxalate.^® 

Soluble Sulfates 

9. Treat 1 of the sample (roasted 
gently if much organic matter is present) 
wdth 30 ml. of HCl (sp. gr. 1.19), boil 10 
min,, add about 50 ml. of water, boil, 
filter, and ’wash with hot water. Heat 
the solution to boiling, add NH4OH, 
filter, and wash a few times with hot 
water. Dissolve precipitate in hot di- 
luted HCl (1:1), reprecipitate with 
NH4OH, wash well with hot water. 
Render united filtrates just distinctly 
acid with HCl, boil, add drop by 
drop, while stirring, a BaCb solution 
(10 per cent) in excess, boil about 10 
min., filter on a Gooch crucible, wash 
wdth hot water, ignite, and weigh as 
BaS 04 . Calculate to SO3 or CaSOi. 

Total Sulfur . 

10. Treat 5 g. of the sample in a 
covered porcelain dish with 50 ml. of 
aqua regia (1 HN 03:9 HCl) and evapo- 
rate to dryness on steam bath. Add 20 
ml. of HCl (sp. gr. 1.19) and about 250 
ml. of w^ater, make double NH4OH 
precipitation. Determine BaS 04 as de- 
scribed in Section 9. 

OCHERS 

Procedure 

11. Using 1 g. of the sample or an 
aliquot corresponding to this weight, 

If desired, a direct determination of AiaOs may be 
made on an aliquot of the solution or on the HCl solution 
of the NH4OH precipitate by Peters’ phosphate method 
(this will include titantic acid) as described by Blair, 
“The Chemical Analysis of Iron,” and Philips, “Methods 
of Iron Analysis Used in the Pittsburgh District.” 

If low in soluble sulfates, use a larger portiGn of the 
sample. ■ 
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determine : tlie loss .at ,100 C.^ loss on 
•ignition, insoluble matter, total or solu- 
ble iron, alumina, .lime, and sulfur as 
described in Sections 3, 4, 7, 8 , 9, and 10. 
Test for solubility in water and reaction 
:to„ litmus paper. 

Lead 

12. If present, the lead is removed in 
the above scheme by nearly neutralizing 
the filtrate from the insoluble matter 
with NH 4 OH, cooling, and passing in 
H 2 S to precipitate PbS. Filter, wash 
with water containing H 2 S, dissolve 
PbS in hot diluted HNO 3 , add 10 ml. 
of H2SO4 (sp. gr. 1.84), evaporate until 
SO 3 is evolved, cool, dilute to 200 mb, 
let stand a few hours, filter on a Gooch 
crucible, wash with H 2 SO 4 (1 per cent), 
ignite, and weigh as PbS 04 . Calculate 
to PbO or Pb. Heat the filtrate from 
the PbS to expel H 2 S, oxidize with a 
little HNO 3 , and dilute to volume if 
working on more than 1 g. 

Iron 

13. The iron is best determined in an 
aliquot by the K 2 Cr 207 method. Treat 
another aliquot with NPI 4 OH, the pre- 
cipitate contains AI2O3 • F 6203 • Cr 2 O 3 • 
P 205 *Ti 02 . Lime and MgO may be 
determined in the filtrate. 

Chromic Oxide' 

14. (u) Dissolve the NH 4 OH precipi- 
tate in hot diluted HCl, wash paper with 
hot water, cool^ oxidize with Na 202 , boil 
vigorously for 10 to 15 min. to expel 
H 2 O 2 , and cool. Wash off cover glass, 
dilute to about 150 ml., and acidify 
with H 2 SO 4 . Add a measured excess 
of ferrous ammonium sulfate solution 
(12.4 g. of (NH 4 ) 2 Fe(S 04 ) 2 - 6 H 20 and 
50 ml of H 2 S 04 . (sp. gr. 1.84), diluted 
with water to 1 liter) and titrate back 
with standard K 2 Cr 207 solution, using 
K 3 Fe(GN )6 solution as an outside indica- 
tor. Titrate the (NH 4 ) 2 Fe ( 804 ) 2 ‘bHaO 


solution' with the KaCraO? 'Solution 
to determine its value in terms of the 
latter. The Fe value of the KaCraO? 
solution X 0.597 = CrOs. 

(5) Or, moisten 1 g. of the sample 
with water, add 5 ml. of HCl (sp. gr. 
1.19), boil a few minutes, cooly add 
NaaOa in excess, boil to expel H 2 O 2 , cool, 
wash off the cover glass, dilute, acidify 
with H2SO4, and titrate CrOs as de- 
scribed in Paragraph (a). 

(c) Calculation, — Calculate the 

chromic oxide as follows: 

CrO8 = AX0.S97 

where: 

^ = the Fe value of the KaCiaOr 
solution. 

Venetian Red 

Procedure 

15. Analyze the sample as described 
in Sections 3 to 10. Insoluble matter 
may be treated with HF and H 2 SO 4 to 
determine SiOa by loss, if desired. 

Siennas and Umbers 
Procedure 

16. After gently roasting the sample 
to destroy organic matter, analyze it as 
described in Sections 3 to 10. 

Manganese 

17. Special Solutions Required: (a) 
Standard KM nO a-’— 1 g. of 
KMn 04 in a liter of water. The Fe 
value of this solution X 0.197 — Mn. 
This solution may be standardized 
against the National Bureau of Stand- 
ards^ Standard Sample No. 40 of 
sodium oxalate (using about 0.05 to 
0,1 g.).'- Weight of Na 2 G 204 X 0.164 
~Mn. 

(5) Standard Ferrous Ammonium Sul- 
fate Solution,'— Twelve grams of 

12 W, Blum, ^‘Origmai Communications/^ Eighth Inter- 
national Congress of Applied Chemistry, Voi. I, pp. 61-85. 
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Fe(NH4)2(S04)2-6H20, 25 'mL'of H2SO4 
(sp. gr. 1.84)y and 25 ml of H3PO4 (sp. gr.- 
about 1.7) are made ' up ' to ' 1 liter with 
water. The value of this solutioa should 
be determined against the KMn04 each 
day as follows: Measure into a 200-mL 
Erlenmeyer flask '50 mL ■ of diluted 
HNO3 (1*3), cool, add a little bismu- 
thate, dilute with 50 ml. of HNO3 
(3:97), filter by suction through an as- 
bestos felt into a 300-mL Erlenmeyer 
flask, and 'wash with 50 ml. of HNOg (3 
per cent). Run in 25 ml of the ferrous 
solution and titrate with KMn04 solu- 
tion. Instead of titrating the perman- 
ganic add formed by the bismuthate 
with the ferrous solution and then titrat- 
ing back with KMn04, a direct titration 
with standard sodium arsenite solution 
may be made.^® 

Manganese 

18. Procedtife,--M^ri%ziitse is deter- 
mined by the bismuthate method.^^ 
Ignite gently (to destroy organic matter) 
1 g. of the sample in a platinum dish, 
cool, add 10 ml. of water, 4 ml. of 
H2SO4 (sp. gr. 1.84), and about 20 ml. of 
HF (if necessary, add a little sulfurous 
acid). Evaporate until the H2SO4 fumes 
freely, cool, and dissolve in 25 ml. of 
diluted HNO3 (1:3). If no appreciable 
residue remains, transfer to a 100-ml. 
volumetric flask, using 25 ml. of diluted 
HNO3 (1:3) to rinse the dish, dilute to 
the mark with water, mix thoroughly. 
If there is an appreciable residue, filter 


Lord and Demorest» “Metallurgical Analysis,” 1913, 
w Blair, “The Chemical Analysis of Iron.” 


on a small filter, wash with water, ignite 
residue in' a platinum crucible, and fuse 
with a little sodium or potassium pyro- 
sulfate, 'Dissolve' .in ' water, with 'the 
addition of a little .HNOs, add, to the 
main filtrate, evaporate nearly to dry- 
ness, take up in diluted HNOg (1:3) and 
transfer to the flask as before. Pipette 
an aliquot of 10 ml. into a 200-mL 
Erlenmeyer flask, add 30 mL of water 
and 10 ml. of HNOg (sp. gr. 1.42); add 
about 0.5 g. of sodium bismuthate, heat 
for a few minutes, or until the pink color 
has disappeared with or without the 
precipitation of Mn02. Add a few 
small crystals of NaN02 or KNO'g to 
dissolve the MnOg and boil the solution 
several minutes to expel nitrous fumes 
(a little Na2C03 will aid this). Add 
water to bring the volume up to 50 ml. 
and cool to about 15 C.; add about 0.5 g. 
of bismuthate and shake the flask well. 
Add SO ml. of water containing 30 ml. 
of HNOs (sp. gr. 1.42) to the liter, filter 
by suction through an asbestos felt into 
a 300-mL Erlenmeyer flask, and wash 
with 50 to 100 ml. of the same acid. 
Run in a measured volume of standard 
ferrous ammonium sulfate solution and 
titrate to a faint pink color with stand- 
ard KMn04 solution. The number of 
milliliters of the KMn04 solution ob- 
tained, subtracted from the number 
corresponding to the volume of ferrous 
solution used, will give the volume of 
KMn04 equivalent to the manganese in 
the sample, which, multiplied by the 
value of the EMn04 in Mn, gives the 
weight of manganese in the portion of 
sample used. 


Standard Methods of 

CHEMICAL ANALYSIS OF ZINC DUST (METALLIC 
ZINC POWDER)* 



A.S.T.M. Designation: D 521 -40 

Adopted, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 521; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope ■ 

L These methods cover procedures 
for the chemical analysis of metallic zinc 
powder in the form commercially known 
as zinc dust for use as a pigment in 
paints. 

Treatment of Sample 

2. The sample in ail cases shall be 
thoroughly mixed before taking portions 
for analysis. All samples shall be pre- 
served in stoppered bottles or containers. 

Note. — Caution should be observed in 
protecting the sample from oxidation. 

Moisture and Other Volatile 
Matter 

Procedure 

3. Weigh 2 g. of the sample in a tared 
moisture dish. Dry for 2 hr. at 105 to 
110 C., cool, and weigh. Calculate the 
percentage of moisture and other volatile 
matter, as follows: 

i X 100 

• If — 

If 

where: 

1 Under the standardization procedure of the Society, 
these methods are under the Jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products 

s Prior to adoption as standard, these methods were 
issued as tentative from 1939 to 1940, being revised in 1940. 


M ~ percentage of moisture and other 
volatile matter, 

T loss in weight, and 
Pf = weight of sample. 

Total Zinc 

Reagent 

4. Potassium Ferrocyanide Solution . — 
Dissolve 22 g. of K4Fe(CN)6 -31420 in 
water and dilute to 1000 ml. To 
standardize, transfer about 0.2 g. (accu- 
rately weighed) of pure metallic zinc or 
freshly ignited pure zinc oxide to a 400- 
ml. beaker. Dissolve in 10 ml of HGI 
(sp. gr. 1.19) and 20 ml of water. Drop 
in a small piece of litmus paper, add 
NH4OH until slightly alkaline, then add 
HCl until just acid, and then 3 ml. more 
of HCl. Dilute to about 250 ml. with 
hot water, and heat nearly to boiling. 
Run in the K4Fe(CN)6 solution slowly 
from a burette, while stirring constantly, 
until a drop tested on a white porcelain 
plate with a drop of the uranyl indicator 
shows a brown tinge after standing 1 min. 
Run a blank using the same amounts 
of reagents and water as in the stand- 
ardization. Subtract the amount of 
K4Fe(CN)6 solution required for the 
blank from the amounts used in stand- 
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.ardization and. i.ii .titration, of the sample. 
The standardizatioii must be made under 
the same conditions of temperature, 
volume, and acidity as obtain when 
the sample is titrated. Calculate the 
strength of the K4Fe(CN)6 solution in 
terms of grams of zinc as follows: 


1 ml. of i: 4 Fe(CN)s - 


wt of zinc in grams 
ini. of K4Fe(CN)6 


Procedure 

5. Weigh accurately about 0.25 g. of 
the sample, transfer to a 400-mL beaker, 
moisten with alcohol, dissolve in 10 ml. 
of HCl (sp. gr. 1.19) and 20 ml. of water, 
and titrate with standard K4Fe(CN)6 
following the procedure used in stand- 
ardizing that solution as described in 
Section 4. 


Calculation 

6. Calculate total zinc as zinc oxide 
according to the following formulas: 

aXhX 100 


Total Zinc, per cent 


W 


ZnO, per cent 
where : 


Zn, per cent X 1.2447 


a = milliliters of K4Fe(CN)6, 
b = grams of zinc per milliliter, and 
W = weight of sample. 


Metallic Zinc 


Reagents 

7, (a) Potassium Permanganate Solu- 
tion (o 'l N). — Dissolve 3.2 g. of KMnO^ 
in 1000 ml. of water. Allow to age for 
at least 10 days, and filter through puri- 
fied asbestos. Standardize against the 
National Bureau of Standards’ standard 
sample No. 40 of sodium oxalate as follows: 
Transfer 0.3 g. of standard sodium oxa- 
late (dried at 105 C.) to a 600-mL beaker. 
Add 250 ml. of diluted H2SO 4 (5:95) 
which has been previously boiled for 10 
to 15 min. and cooled to 27 d= 3 C. Stir 
until the oxalate has dissolved. Add 39 


to 40 ml. of KMn04 (0.1 N) (0.3 g. of so- 
dium oxalate requires 44.78' ml, of 0.1 N 
KMn04) at a rate of 25' to 35 ml. ,, per 
min., while stirring slowly. Let stand 
until the pink color disappears (about 
60 sec.). (If the pink color should per- 
sist because of the addition of an excess 
of the permanganate solution, discard 
and begin again, adding a few milliliters 
less of the KMn04 solution.) ' Heat to 
55 to 60 C., and complete the titration 
by adding permanganate until a faint 
pink color persists for 30 sec. Add the 
last 0.5 to 1 ml. drop by drop with par- 
ticular care to allow each drop to become 
decolorized before the next is introduced. 
Determine the excess of permanganate 
required to impart a pink color to the 
solution by matching the color in another 
beaker containing the same amount of 
specially treated diluted H2SO4 (5:95) 
at 55 to 60 C. This correction usually 
amounts to 0.03 to 0.05 ml 

(b) Sodium Acetate Solution (20 per 
cent). 

(c) Ferric Chloride Solution, — Prepare 
a solution containing 20 g, of FeCls* 6H2O 
and 20 ml. of the NaC2Hs02 solution per 
100 ml. It is advisable to make up only 
one day’s supply at a time (50 ml. for 
each determination). 

(d) Zimmerman-Reinhardt Solution , — 
Prepare a solution containing 67 g, of 
MnS04*4H20, 130 ml. of H2SO4 (sp. gr. 
1.84), and 138 ml. of H3PO4 (sp. gr. 1.7) 
per liter. 

Procedure^ 

8. Weigh accurately . approximately 
0.2 g. of the sample, transfer immediately 
to a dry, 600-ml,, heavy-wail Erlen- 
meyer flask, and add 50 ml. of the FeCL 
solution. Tightly stopper the flask, and 
agitate constantly for approximately. 
15 min. As soon as the zinc dust is all 

* This is a rapid method intended for rontine anal:^sis. 
The results are inclined to be somewhat low, and for high- 
est accuracy and particularly for referee tests, the hydro- 
gen evolution method should be used. See Proceedings, 
Am. Soc. Testing Mats., Vol. 18V Part II, P- 220 0918). 


,985. 


Chemical' Analysis .OF Zinc -Dust (D , 521, “*40) 


dissolved, 'add 50 ml. of .the Zimmerman- 
.Reinliiardt solution and 250 ml.. of w.a ter, 
..and titrate with the standard KMn 04 
solution. ' Correct for a. blank titration 
'(usually .0.1 to 0.2 ml.). One milliliter 
of 0.1 N KMnOi is equivalent to 0.00327 
g. of zinc. 

Calculation 

, 9. Calculate metallic zinc according 
to the following formula : . 

Metallic zinc,. per cent — 

. m l of KMn 04 X Q.Q032 7 
wt. of sample 


. Note.— If preferred, the reduced iron may 
be titrated with a 0.1 N standa.rd: solution .of 
■K2Gr20? using sodium d,iplieEylamine sulonate in 
the presence of ,HsP 04 as .'an internal indicator.*®, 

■ Zinc Oxide 

Calculation 

10. Subtract the percentage of metallic 
zinc (Section 9) calculated to zinc oxide 
from the percentage of total zinc as zinC; 
oxide (Section 6) . The remainder is the ■ 
percentage of zinc oxide present. 

* See “Textbook of Quantitative Inorganic Analysis” 
by Kolthoff and Sandell, 1936, p. 579. 
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Standard Methods of Test for 
BLEEDING OF PIGMENTS^ 



A.S.T.M. Designation : D 279 -31 

Adopted, 1931.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 279; the final number Indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover procedures for 
determining the ^'bleedmg’’ of pigments. 

Procedure for Dry Pigments to be Used 

in Cellulose Ester Lacquers 

2. Mix a suitable amount of the pig- 
ment to be tested with a minimum 
volume of dibutyl phthalate to give a 
thick paste when rubbed up with a 
sharp-edged steel spatula on a glass 
plate. Stir this paste into a clear cellu- 
lose ester lacquer of a composition agreed 
upon by the buyer and the seller and 
apply the paint evenly by brushing on a 
clean, smooth, dry metal panel. Apply 
the paint to only a part of the panel, 
leaving a margin of at least 2.5 cm. (1 
in.) of unpainted metal around the 
painted portion. Allow the panel to dry 
for 30 min. in a well-ventilated room at 
room temperature (70 to 90 F.). Flow 
successive coats of white lacquer of a 
composition agreed upon by the buyer 
and the seller over the, entire surface of 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

® Prior to adoption as standard, these methods were 
published as tentative from 1928 to 1931, being revised in 
1929. Editorially revised and rearranged in 1939. 


the panel until complete hiding is ob- 
tained, allowing the panel to dry for 20 
min. in a well- ventilated room at room 
temperature (70 to 90 F.) after apply- 
ing each coat. Do not apply any white 
lacquer after the application of the par- 
ticular coat that causes complete hiding. 
Let the completed panel dry for 24 hr. 
and note the color of the two sections of 
the panel. If the color of the section 
containing the pigment under test does 
not match that of the adjoining area 
containing only the white lacquer, report 
the pigment as ‘^bleeding.’^ 

■ Procedure for Dry Pigments to be Used 
in ■ Oil or Oleoresinous Paints and 
Enamels 

3. (a) Mix a suitable amount of the 
material to be tested with a minimum 
volume of a mixture of the following: 

Raw linseed oil® 5 parts by .volume. 

Spar^ varnish^. ..... .4 parts by volume 

Liquid paint drier®. ......... 1 part by volume 

® The raw linseed oil shall conform to the Standard 
Specifications for Raw Linseed Oil (A.S.T.M. Designation: 
D 234) of the American Society for Testing Materials.® 
® The spar varnish shall conform to the U. S. Federal 
Specification for Water- Resisting Spar Varnish (No. 
TT^V-121a). 

®The liquid paint drier shall conform to the U. S. 
Federal Specihcatioa for Liquid Paint Drier (No, TT-D- 
' 65 ' 1 ). ■ 

® Appears in this publication, see Contents in Numeric 
. Sequence of A.S.T.M. Designations at front, of book. . , 
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, (J) . Rtib up, the ■ sample prepared in 
accordance with. Paragraph . (n) with a, 
sharp-edged steel, spatula on a glass plate 
. to obtain a, uniformly smooth, stiff paste. 
Thin with .turpentine to' give a paint of 
brushing consistency,, and apply evenly 
by brushing on a clean, smooth, dry 
metal panel. Apply the paint to only 
a part of the, panel, leaving a marg,in of 
at least T. 5 cm (1 in.) of unpainted 
metal around the painted portion. Al- 
low the panel to dry for 18 hr. in a well- 
ventilated roo.m at room temperature 
(70 to 90 F.). Brush a coat of Damar 
varnish (Damar resin cut in turpentine) 
over the entire surface of the panel Re- 
port any color, other than that of the 
Damar varnish on the unpainted portion 
of the panel, as ^‘bleeding.’’ 

Procedure for Pastes in Oil 

4. Mix a suitable amount of the paste 
to be tested with sufficient liquid paint 
drier® to give a paint that will dry 
within 7 hr. Thin the mixture with tur- 
pentine to give a paint of brushing con- 
sistency. Thoroughly stir the paint, 
strain it through a No. 100 (149-micron) 
sieve, ^ and apply by brushing to a clean, 
smooth, dry metal panel Apply the 
paint to only a part of the panel, leaving 
a margin of at least 2.5 cm. (1 in.) of 

^ Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11), which appears in this pub- 
lication, see Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 


unpainted metal,.., around the painted 
portion. ' Allow the panel to dry (should 
not .require^ over 7 hr.) in a, well-ventil- 
ated room at room temperature (70. to 
90 F.). After a total of 18 hr. of drying 
under the above conditions, brush a coat 
of Damar varnish (Damar resin cut .in 
turpentine) over the entire surface, of 
the panel Report any color, other than 
that of the Damar varnish on the un- 
painted portion of the panel, as “bleed-' 
ing.’^ 

Procedure for Pastes in Japan 

5. Mix a suitable amount of the paste 
to be tested with turpentine to give a 
paint of brushing consistency. Add the 
turpentine slowly while thoroughly mix- 
ing with a sharp-edged steel spatula or 
paddle. Thoroughly stir this paint, 
strain it through a No. 100 (149-micron) 
sieve, ^ and apply by brushing to a clean, 
smooth, dry metal panel Apply the 
paint to only a part of the panel, leav- 
ing a margin of at least 2.5 cm. (1 in.) 
of unpainted metal around the painted 
portion. Allow the panel to dry for 5 
hr. in a well- ventilated room at room 
temperature (70 to 90 F.). Brush a 
coat of Damar varnish (Damar resin 
cut in turpentine) over the entire sur- 
face of the panel Report any color, 
other than that of the Damar varnish 
on the unpainted portion of the panel, as 
“bleeding.” 
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AMERICAN' STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: K42.1-1945 


Standard Methods of Test for 
COARSE PARTICLES IN PIGMENTS, PASTES, AND PAINTS' 



A,S.T.M. Designation: D 185 - 45 
Adopted, 1926; Revised, 1927, 1929, 1937, 1945.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 185; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods of test cover pro- 
cedures for determining the amount of 
coarse particles in dry pigments and of 
coarse particles and skins in mixtures of 
pigments and vehicles. 

Apparatus 

2. The apparatus shall consist of a 
3-in. No. 325 (44-inicron) sieve con- 
forming to the Standard Specifications 
for Sieves for Testing Purposes (A.S. 
T.M. Designation: E 11) of the Ameri- 
can Society for Testing Materials.® 
A 3-in. No. 325 (44-micron) sieve for 
comparison purposes should be retained 
in the laboratory as a reference standard. 
Whenever a new sieve is secured, a 
practical test of its accuracy should be 
made by running on it and on the refer- 
ence standard sieve a comparison test, 
using a pigment that has a considerable 
percentage of coarse particles. A reserv^e 
stock of such a pigment should be kept 
for this purpose. 

1 Under the standardization procedure of the Society, 
these methods are under the Jurisdiction of the A.S.T,M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1924 to 1926, being revised in 
1926. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A-S.T.M. Designations at front of book. 


Procedure for Insoluble Dry Pigments, 
Except Metallic Aluminum and 
Bronze Powders 

3. (a) The sieve shall be dried in an 
oven at 105 to 110 C., cooled, and then 
weighed on an analytical balance, the 
weight being recorded to the nearest 
milligram. 

(^) The sample (25 g. for basic car- 
bonate and basic sulfate white leads, 25 
g. for red lead and mercuric oxide, 2 g. 
for black pigments of low specific grav- 
ity, 3 g. for Prussian blues and graphite, 
and 10 g. for ail other pigments) of the 
pigment to be tested shall be weighed 
on an analytical balance to the nearest 
milligram. The sieve shall be wet 
on both sides with alcohol and the sam- 
ple of pigment shall then be transferred 
to the sieve and wetted with alcohol. 

(c) The sieve shall then be held under 
a tap delivering about 300 to 500 ml 
of the wash liquid (water) per minute. 
By slightly shaking the sieve, the pig- 
ment will be rapidly carried through. 
A soft camel-hair brush may be used in 
aiding the operation. If the sieve is 
held at a slight angle so that the pigment 
will gradually collect at one edge during 
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the , washing process, and, then rotated, 
the pigment may be brushed out rapidly, 
.witli.no risk of clogging the sieve. After 
the most of the finely divided portion 
of the pigment has passed through the 
sieve (from 2 min. to 1 hr., according 
to the kind of pigment), the sieve shall 
be placed in an 8-in. porcelain dish 
containing 250 ml. of the wash liquid 
(water). The sieve will thus be covered 
to a depth of about | in. The pigment 
remaining on the sieve shall be brushed 
with a soft l-in. camel-hair brush at 
the rate of two strokes per second during 
two periods of 10 sec. each. The sieve 
shall then be raised from the dish after 
each 10-sec. period to let the liquid on 
the sieve run through. The liquid in 
the dish should be changed after every 
two brushing periods. This operation 
shall be continued until the wash liquid 
(water) passing over the residue and 
through the sieve is clear and free from 
solid particles. When the washing ap- 
pears to be complete, about 200 ml. of 
the wash liquid (water), after passing 
over the residue and through the sieve, 
shall be collected in a clean 400-mL 
beaker. The liquid shall be stirred 
vigorously, and the beaker set on a black 
surface in the case of white pigments 
and on a white surface in the case of 
colored pigments. The washing shall 
not be considered complete until such a 
test fails to show any particles collected 
about the middle of the bottom of the 
beaker (Note). 

Note. — Occasionally, pigments will be found 
that foam when water is used as the wash liquid. 
In such instances, during the last washing in 
the porcelain dish the use of a liquid that 
breaks down the foaming and is readily miscible 
with water, such as alcohol, will usually over- 
come,, this difficulty. 

(d) When the washing is complete 
the pigment particles adhering to the 
brush shall be washed back onto the 
sieve and the water below the sieve 


wdped off. , A few drops of alcohol 'and 
then of ether should be added to expedite 
drying. The sieve shall ' be dried for 
1 hr., cooled, and weighed as described 
in Paragraph (a). The percentage of' 
coarse particles shall then be calculated. 

Procedure for Metallic Aluminum and 

Bronze Powders 

4. In the case of metallic aluminum 
and bronze powders the procedure 
described in Section 3 shall be followed 
except that 5 g. of the material shall be 
used as a test sample, and denatured 
alcohol, instead of water, shall be used 
as the wash liquid. 

Procedure for Carbon Black in Pellet 

Form 

5. (a) Dry, cool, and weigh the sieve 
as described in Section 3{a), 

(b) Prepare a stock solution of dis- 
persing agent (Note) in water, using as 
high a concentration of dispersing agent 
as possible without losing fluidity. When 
solution has been obtained, filter through 
coarse filter paper. A quart of this 
solution will be sufficient for several tests. 

Note. — Triton 720, Darvan No. 1, or any 
other dispersing agent specific for carbon black 
may be used. 

(^:) Crush the pellets between two 
glass plates approximately 12-in. square, 
using a gentle rotating motion. If 10 g. 
of carbon black are taken, crush about 
2g. at a time. Weigh into a 600-mL 
beaker 10 g. of the crushed particles. 
Add enough of the dispersing solution to 
make a heavy paste and mix well to in- 
corporate thoroughly the carbon black. 
Dilute with water to about 300 ml; then 
pour into the clean No. 325 (44-micron) 
sieve. The tap water used throughout 
shall first be passed through a No. 325 
sieve. 

(d) Using a small camel-hair brush, 
gently brush the mix through the sieve, 
running tap water slowly through at 
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the same' time. : ..When it 'appears that' 
all the dispersed black lias gone through, 
stop the tap water and continue brushing 
until most, of the .water remainmg on the 
sieve, has gone through. Add a few milli- 
liters, of the stock solution of the dis- 
persing agent, thoroughly .mk with the 
brush,', then turn on the tap water again 
and w^asli through as before. Repeat 
this operation until no dispersed black 
comes : through the sieve* When about 
0.5 g. of sand-like material is left on the 
sieve, the end point is being approached* 
At this point, adding the dispersing solu- 
tion and gently rubbing it into the 
residue with the finger still produces a 
colloidal dispersion of black which easily 
passes through the sieve. From this 
point on, before each addition of dis- 
persing agent, work the residue into the 
center of the sieve with the tap water. 
Many washings and many additions of 
dispersing solution are required in order 
to reach the end point and care shall be 
taken to make certain that all the black 
has been washed through the sieve. 

(e) Dry the sieve in an oven at lOS to 
HOC. for 1 hr., cool, and weigh the 
residue. Calculate the percentage of 
coarse particles. If the value thus ob- 
tained is greater than that specified, pro- 
ceed as follows to remove any adhered 
carbon that will pass through the No. 325 
sieve : Transfer the particles on the sieve 
to a piece of white bond paper and gently 
rub the carbon onto the paper with the 
finger. When no further real blacken- 
ing of the paper occurs, carefully transfer 
the residue to the balance pan, weigh, 
and recalculate the percentage of coarse 
particles. 

Procedure for Water-Soluble Pigments, 

Pastes in Oil, Pastes in Japan, and 

Mixed Paints 

6, (a) The sieve shall be dried, cooled, 
and weighed as described in Section 
3 (a). 


Pigments AND ' Paints; (D,, 185 ~ 45 ) 

(5) The sample tO' be, tested shall 
contain 10 g. of pigment (25 g. of pig- 
ment': with white leads and . red,' lead).. 
The weight shall , be determined on an 
analytical balance to the nearest miili-. 
gram and the sample . transferred to ,a 
250-mL beaker. With dry pigments, and 
pastes 100 mi. of,. kerosine shall be added 
to the beaker; with mixed paints and 
^ enamels SO ml. of kerosine. The sieve 
shall then be wet on both: sides with 
kerosine. The sample and the' kerosine 
in the beaker shall be thoroughly mixed, 
breaking up all lumps, but not grinding, 
with the flattened end of a stirring rod. 
The contents of the beaker shall then be 
transferred to the sieve, using a wash 
bottle containing kerosine. small 

particles of pigment are retained on the 
stirring rod or w^alls of the beaker, they 
may easily be removed with a camel- 
hair brush. 

(c) The procedure described in Sec- 
tion 3 (c) shall then be followed, using 
kerosine (siphoned from a vessel) instead 
of water as the wash liquid. The 
pigment particles adhering to the brush 
shall then be washed back onto the sieve 
and all kerosine shall be washed from the 
sieve with ether. The sieve shall be 
dried for 1 hr., cooled, and weighed, as 
described in Section 3 (a). The per- 
centage of coarse particles and skins 
(in the case of dry pigments, coarse 
particles) shall then be calculated. 

Procedure for Ship-Bottom Paints Con- 
taining Resins and Alcohol 

' 7. In the case of ship-bottom paints 
containing resins and . alcohol the pro- 
cedure described in Section 6 shall be 
followed, except that a sample containing 
10 g. of pigment shall be used and de- 
natured alcohol, instead of ; water, ..shall 
be. ■ used as . the vretting ' medium, ^ for 
inking with the paint, and as ^ the wash 
liquid. 
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Procedure for Cellulose Ester Lacquers used and a mixture of equal parts of 
8. In the case of cellulose ester lac- acetate, benzol, and denatured 

quers the procedure described in Section alcohol, instead of water, shall be used 
6 shall be followed, except that a sample as the wetting medium for mixing with 
containing 10 g. of the material shall be the lacquer and as the wash liquid. 




Sta7tdard Method of Test for 

RELATIVE DRY HIDING POWER OF WHITE PIGMENTS IN A 
LINSEED OIL VEHICLE^ 



A.S.T.M* Designation: D 406 “ 39 
Adopted, 1939.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 406; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test is intended for 
determining the relative dry hiding 
power of a white pigment in a linseed 
oil vehicle and is only to be used for a 
comparison of standard and sample of 
the same type of white pigment. An 
optional procedure is included which 
permits a quantitative determination of 
the relative dry hiding powers of two 
pigments of the same type. 

Definition 

2. Relative dry hiding power of a 
white pigment is the ability of that pig- 
ment to impart hiding power to a paint 
prepared in the manner specified below. 
It is quantitatively expressed as the 
relative dry hiding power of this paint® 
in terms of a similar paint prepared from 
a standard pigment. 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1935 to 1939, being revised in 1937 
and 1939. 

* See the definition of relative dry hiding power of a 
paint in the Standard Method of Test for Relative Dry 
Hiding Power of Paints (A.S.T.M. Designation; D 344), 
which appears in this publication, see Contents in Hmneric 
Sequence of A.S.T.M. Designations at front of book. 


Apparatus 

3. The apparatus shall consist of the 
following: 

(a) Balance . — Regulation laboratory 
balance with capacity of 100 g. and 
sensitivity of 0.1 g. 

{h) Syringe . — Syringe of lO-ml. capac- 
ity. 

{c) Paint Brush . — A good grade paint 
brush, 1| in. in width. 

(d) Container . — A |-pt. can or a 250- 
ml. beaker. 

{e) Test Surface.— K smooth-surfaced 
paper chart having adjacent black and 
white areas and coated with a suitable 
varnish or lacquer so as to render the 
surface impervious and resistant to paint 
liquids. The black areas of the board 
shall have a diffuse reflectance of less 
than 1 per cent. The white areas shall 
have a diffuse reflectance of 75 per cent 
or greater. The white areas of the 
boards used for the standard paint and 
the sample shall not differ in brightness 
by more than I per cent The chart 
shall have a test area of not less than 1 
sq. ft. and any suitable regular geometri- 
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cai . design of the .contrasting areas may 
be used. 

(/) IMumimimi. — A ' reasonable in- 
tensity, of diffused, light, preferably 
northern skylight or a source approxi- 
mating northern skylight. 

(g) Burette . — A standard 25-ml. bu- 
rette, graduated in 0.1 ml. (stopcock 
controlled). The tip of the burette shall 
be ground optically fiat, 

Q-i) Glass Muller. — Standard type 
glass muller with a grinding face of from 
2f to 3 in. in diameter. The face shall 
be free from blowholes and other imper- 
fections, and kept sharp by slightly 
grinding with No. 303 optical emery or 
its equivalent and turpentine. The 
edge should be beveled. 

(i) Rubbing Surface. — Lithographers’ 
stone or ground plate glass slab, the sur- 
face of which is kept sharp by slightly 
grinding with No. 303 optical emery or 
its equivalent and turpentine. 

(j) Spatula. — A flexible spatula hav- 
ing a 6-in. blade for mixing the oil and 
pigment. 

Materials 

4. The following materials will be re- 
quired: 

(a) Standard Pigment. — A standard 
white pigment of the same type as that 
to be tested mutually agreed upon by 
the purchaser and the seller. 

{b) Vehicle. — The vehicle shall be pre- 
pared from the following two t>’pes of 
linseed oil, combining 50 per cent of each 
by weight to which shall be added 1 ml. 
of a cobalt naphthenate drier (metal con- 
tent approximately 6 per cent) to each 

100,g. . , ■ 

(1) Heat-bodied, alkaline, refined lin- 
seed oil, having a viscosity of E to F on 
the Gardner-Holdt scale^ and an acid 
number. ofT to ,5..' , 

(2) Light, boiled linseed oil, having a 

4 Gardner’s Laboratory Manual, Ninth Edition, May 
1939, p, 216. 


viscosity of B on the Gardner-Holdt 
scale, ^ an acid number of 2 to, 5, .and 
color not darker than No.'ll on the' 
1933 Gardner Color Standard.® 

Procedure 

5. The relative dry hiding power of 
the white pigment shall be determined' as 

follows: 

{a) The standard white pigment and 
vehicle shall be first mulled to a stiff 
paste and then reduced to a paint of 
reasonably good brushing properties. 
Quantities of pigment and vehicle for 


TABLE I.--SUGGESTED OUANTITIES OF PIGMENT 
ANB VEHICLE. 


Pigment 

Pig-. ! 

ment, 

g. 

! 

Oil for 
Mull- 
ing, 
ml. 

Oil for 
Reduc- 
ing 
Single 
Mull- 
ing, 
ml. 

Zinc o.xide 

17.8 

5.6 

6.3 

Leaded zinc o.tide 

16.3 

3.5 

8.7 

Antimony o.Ude 

25.3 

5.3 

5.3 

Basic carbonate white lead 

25.5 

4.3 

7.0 

Basic carbonate white lead 
(high oil) 

25.5 

6.2 

6.S 

Basic sulfate white lead I 

25.5 

5.0 

6.0 

Titanium dioxide 1 

11.6 

6.6 

5.6 

Titanated lithopone 

17.9 

7.5 

3.4 

Titanium barium (30 per 
cent) 

18.9 

5.9 

4.6 

Titanium calcium (low oil) .... 

13.9 

6.1 

4.4 

Titanium calcium (high oil) . . . 

12.4 

8.1 

3.0 

Titanium magnesium 

12.9 

7.6 

3.8 

Lithopone (low-oil absorp- 
tion) 

13.9 

3.8 

1 8.0 

Lithopone (high-oil absorp- 
tion) 

10.5 

4.4 

8.2 

Zinc sulfide barium. 

11.8 

4.2 

8.0 

Zinc sulfide magnesium 

10.6 

5,0 

6,9 

Zinc sulfide 

10.7 

4.4 

7.9 


both operations shall be mutually agreed 
upon by the purchaser and the seller. 
The quantities of pigment and vehicle 
used should produce paints of reasonably 
good brushing properties from both 
standard and sample. Table I is in- 
tended to serve only as a guide. 

{b) The amount of standard white 
pigment shall be weighed accurately and 
the corresponding quantity of vehicle 
measured out, taking care to allow suf- 
ficient time for complete drainage of the 
burette (approximately 5 min.). The 


#■ Gardner’s Laboratory Manua.1, Ninth , Edition, May, 

1939, p.72. 
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materials shail be placed; on the rabbing 
slab and worked' into a paste with the 
spatula. Then the paste shall be rubbed 
up , with the glass muller, using a stroke 
approximately 6 in. in width and from 
12 to IS in. in length. In counting 
rubs, one stroke up and one stroke back 
shall be considered to be one rub. The 
muller shall be allowed to travel up 
one side and back the other side, twist- 
ing the muller slightly at the top and 
bottom of each half stroke to help work 
in the pigment. After each 25 rubs 
with the muller, the pigment shall be 
“picked up” with the spatula by scrap- 
ing the face of the muller and gathering 
the paste on the slab into a daub. The 
mulling shall be continued until the paste 
is given 100 rubs. This paste shall then 
be thinned with the additional vehicle 
and transferred to the container, 

(c) The sample of white pigment to 
be tested shall be treated in the same 
manner as the standard, as described in 
Paragraphs (a) and (6), 

(d) Brushouts of these paints shall be 
prepared as described in Paragraph (e) 
at a reasonable spreading rate mutually 
agreed upon by the purchaser and the 
seller. 

(^) The paint prepared from the 
standard pigment shall be well stirred 
and the brush dipped into the paint and 
worked out on a suitable surface. The 
desired quantity of paint shall be taken 
up in the syringe, and the syringe and 
wet brush weighed in the empty con- 
tainer. The paint shall then be spread 
over the surface of the chart, the syringe 
returned to the empty container, and 
the paint brushed out uniformly over 
the test surface, care being taken to 
cover only the test area. The empty 
syringe, wet brush, and container shall 
again be weighed. The loss of weight 
represents the weight of paint applied 
to the test surface. A test chart shall 
then be prepared from the paint made 


with the - sample pigment .in the same 
manner and at the same spreading, rate.. 
Both painted test surfaces shall then be 
set aside to' dry. , 

(/) After .the test surfaces are thor- 
oughly dry, they sh.all ,be placed side by 
side against a flat surface. The stanci- 
ard and sample , ' brushouts, ., shall be 
viewed; in juxtaposition under a reason- 
able intensity of diffused light, . prefer- 
ably northern skylight or' a. source 
approxim,atmg northern skylight. ' The 
observer should view the brushouts from 
a distance of 5 to 10 ft. 


6. If the apparent contrast existing 
on the brushout of the sample of white 
pigment is adjudged equal to or less 
than that existing on the brushout of the 
standard white pigment, the sample 
shall be said to be equal to or better 
than the standard pigment in relative 
dry hiding power as defiined in Section 2. 

Optional Procedure 

7. (a) In many cases it is not suffi- 
cient to say that the sample pigment is 
better or poorer than the standard, and 
the amount of difference must be deter- 
mined quantitatively. The optional 
procedure described in the following 
Paragraphs (&) and (c) is recommended 
for determining quantitative differences 
in hiding power. It may be used in 
place of the procedure outlined in Sec- 
tion 5. 

(b) The paint prepared from the 
sample of white pigment shall be applied 
to a brushout board as described in 
Section 5 (e) at the, spreading rate 
mutually agreed upon. A series of 
brushouts shall be made from the paint 
prepared from the standard white pig- 
ment. The difference in spreading rate 
between successive steps in this series 
should be approximately 15 per cent. 
Tbe'range of spreading rate covered by 
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thk series, should . be sufficient to give 
contrasts above and below that of the 
brushout of the sample pigment (esti- 
mated from the probable difference in 
relative dry hiding poweij. if known) or 
should cover the entire range of spread- 
ing rate convenient to apply with the 
..standard paint. The .painted test sur- 
faces shall be set aside to dry. 

({;) Under the conditions of illumina- 
tion and viewing^ as described in Section 
5 (/), the brushout of the sample paint 
shall be compared with a series of brush- 
outs of the standard paint, numbered, 
beginning with one, in order of decreas- 
ing spreading rate for convenience of 
handling. It will be found to be equal 
in contrast to one brushout of the stand- 
ard or to be intermediate in contrast 
between two adjacent standards in the 
series of standard brushouts. If the 
sample is found to be between two adja- 
cent standards in contrast, the sample 
shall be viewed against these standards 
with the higher and lower standard on 
either side. For purposes of grading, 
the contrast interval between the two 
standards shall be considered as 10 ar- 
bitrary units. The position of the sam- 
ple shall be estimated on this arbitrary 
scale. Thus, if the sample appears 
equally distant in contrast from either 
standard, it will be graded 5 on the 
arbitrary scale. If nearer the standard 


of less contrast, it wOl be graded .6, 7, 
8, or 9 as the case .might be. The 
grading shall be recorded in terms of the 
num.ber of the standard , brushout of 
higher spreading rate foEowed by a deci- 
mal point and the grading of the arbi- 
trary scale. In making this grading it 
is important that the sample be graded 
between the two standards with the 
standard of , lesser contrast first on the 
right and then on the left. The two 
gradings thus obtained shaE be aver- 
aged to give the final grading figure. 

Calculation 

8. The hiding power of the sample of 
white pigment shall be calculated as 
follows: 

(Wi -Wi)^ + W^ 

Hiding power = X 100 

Wz 

where: 

Wi = weight of paint on the brushout 
of the heavier grading stand- 
ard, 

Ifg = weight of paint on the brushout 
of the lighter grading stand- 
ard, 

Wz - weight of paint on the brushout 
of the sample pigment, and 
X = contrast grading (decimal por- 
tion of the recorded grading). 
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Standard Method of Test for 

HYGROSCOPIC MOISTURE (AND OTHER MATTER VOLATILE 
UNDER THE TEST CONDITIONS) IN PIGAIENTSV 



■ ■ A.S.T.M, Designatloii: B 280 -33 

Adopted, 1931; Revised, 1933? 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 280; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers proce- 
dures for determining hygroscopic mois- 
ture (and other matter volatile under the 
test conditions) in pigments. 

Method vl. For Pigments that Do Not 
Decompose at 110 C, 
Apparatus ' 

2. The apparatus shall consist of the 
following: 

(а) A wide-mouth cylindrical glass 
weighing bottle (flat form, about 30 mm. 
in height and about 70 mm. in diameter), 
provided with a ground-in glass stopper. 
Gr, an aluminum moisture dish (about 
90 mm. in diameter and about 50 mm. 
in depth) with a tightly-fitting cover. 

(б) An oven in which a temperature 
of from 105 to HO C, can be maintained. 

, {c) An analytical balance. . 

Procedure 

3. The procedure shall be carried out 
as follows: 

1 Under the standardization procedure of the Society, 
this method is under the iurisdiction of the A.S.T.M. 
Committee D-i on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was 
published as tentative from 1928 to 1931. Editorially re- 
vised and rearranged in 1939. 


Weigh, accurately the glass .weighing 
bottle and stopper .or, the aluminum 
moisture .dish with cover. ' Place a sam-. 
pie of from 3 to 5 g. of the pigment in the 
clean, dry weighing bottle or in the 
clean, dry aluminum moisture dish. In- 
sert the stopper (or cover) and weigh. 
Subtract the weight of the vessel from 
the total weight to obtain the weight of 
sample used in the test Remove the 
stopper (or cover) :and place it and the 
bottle (or dish) containing the sample in 
an oven that has been previously heated 
to, 105 to 110 C.; , heat.. for 2 hr. at, a 
temperature of 105 to 110 C. Replace 
the stopper .(or cover), cool in, a desic- 
cator, and weigh. Calculate the total 
loss in W' eight to percentage of mois- 
ture and other volatile matter,- 

Method B. For Pigments That 
Decompose at 110 C. 

Apparatus 

4. The apparatus shall consist of the 
following: 

{a) A glass weighing bottle as de- 
scribed in Section 2 (<z) . 

{b) An open-tube manometer made of 
glass tubing 6 mm. in diameter, filled 
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mdth . mercury to approxim.ately 86 cm., . 
fitted with rubber pressure tubing at-' 
taclied to a T-joint leading to the desic- 
•cator and the pump (Note 1). 

(c) A glass desiccator, having a hole at 
the side or in the cover, constructed with 
heavy walls to withstand a vacuum of 
one atmosphere. The hole at the side 
shall be closed with a one-hole rubber 
stopper carrying a glass tube with a 
rubber tube connection and a pinchcock 
or with a glass stopcock ground to fit 
the tubulature. , 

(d) An oil vacuum pump with a motor 
to give a vacuum of not more than 3 
mm? 

(e) An analytical balance. 

Procedure 

5. The procedure shall be carried out 
as follows: 

Weigh accurately the glass weighing 
bottle and stopper. Place a sample of 
from 1 to 3 g. of the pigment in the 
clean, dry weighing bottle, insert the 
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stopper and weigh. ' Subtract t.he weight 
of -the vessel from the total "weight to 
obtain the weight of sample used in the 
test. Remove the stopper and place it 
and the bottle containing the sample in 
the desiccator containing fresk^ mag- 
nesium perchlorate triliydrate.'^ Close 
the desiccator, attach to the pump, and 
gradually evacuate until the manometer 
indicates that the vacuum, which should 
not be greater than 3 mm., is constant 
(Note 2). Close the pinchcock or stop- 
cock, stop the pump, and let stand at 
room temperature (70 to 90 F.) for 24 
hr. Admit air that has been dried by 
passage through fresh magnesium per- 
chlorate trihydrate slowly to the desic- 
cator by means of the pinchcock or stop- 
cock, remove the cover, quickly replace 
the stopper in the weighing bottle, and 
weight. Repeat the evacuations and 
weighings until the loss in weight does 
not exceed 0.5 mg. in 24 hr. Calculate 
the total loss in weight to percentage of 
moisture and other volatile matter 
(Noted). 


Explanatory Notes 


Note 1. — The difference in levels of the 
mercury in the manometer when the system is 
in operation, subtracted from the barometer 
reading taken at the same time, gives the 
vacuum of the system in millimeters of mer- 
cury. The difference between the barometer 
and the manometer reading should not exceed 
3 mm. 

Note 2. — Caution should be used in evacuat- 
ing glass desiccators. The vacuum should be 
applied gradually. Desiccators will maintain 
a vacuum lor a greater length of time when a 
thin film of a suitable stopcock lubricant^ is 
applied to the ground surfaces. Desiccators 


when evacuated for the first time should be 
wrapped in towels or covered by other means to 
prevent possible injury to the operator. 

Note 3. — This is an arbitrary method and 
the details should be strictb^ followed. The 
determination of the true hygroscopic moisture 
content of very finely divided pigments is very 
difficult, if not impossible in some cases. 


* H. H. Willard and G. Frederick Smith, “The Prepara- 
tion and Profjerties of Magnesium Perchlorate and Its 
Use as a Drying Agent,’* Journal, Am. Chemica! Soe., 
Vol. 44, pp. 2255-59 {1922). The compound is sold under 
the trade name “Dehydrite.” 

^Martin Shepherd and P- G. Ledig, '^Rubber Stop- 
cock Lubricants for High Vacuum and Other Uses,” 
Industrial and Ensineerins Chemistry, Vol. 19, p. 1059 
(1927). 


2 The “Hyvac” oil pump is satisfactory. 
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A.S.T.M. Designation: D 281 - 31 
Adopted, 1931.2 

TMs Standard of the American Society for Testing Materials is issued under 
the jSxed designation D 281; the fcial number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers a pro- 
cedure for determining the oil absorption 
of pigments. 

Procedure 

2. Weigh exactly 1 g., or any multiple 
thereof (Note 1), of the thoroughly 
mixed and air-dried pigment, and place 
upon a glass plate or marble slab. 
Weigh accurately a dropping bottle 
(Note 2) fitted with a ground-in pipette 
and rubber bulb and containing some 
clear, well-settled, raw linseed oil (free 
from foots) having an acid value (Note 
3) of from 1 to 3 (Note 4). Add the lin- 
seed oil gradually, drop by drop (by 
means of the pipette) to the pigment, 
and after the addition of each drop 
thoroughly incorporate the oil with the 
pigment by rubbing up with a sharp- 
edged steel spatula. The test is com- 
plete when exactly enough oil has been 
incorporated with the pigment to pro- 

J Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.TJlil. 
Committee D-i on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1928 to 1931, being revised in 1931, 
Editorially revised and rearranged in 1939, 


duce a very stiff, putty-like paste, which 
does not break or separate. Accurately 
weigh the bottle and oil (Note 2) and 
determine by difference the weight of oil 
used. 

Note 1. — The weight of sample depends 
upon the specific gravity, fimeness, and other 
characteristics of the pigment. For example, 
if 20 g. is taken for white lead, about 1 g. is 
sufiScient for carbon black. In any event the 
size of sample should be large enough so that 
at least 1 g. of oil is required. 

Note 2. — Instead of weighing the linseed oil 
in the dropping bottle, it may be added drop 
by drop from an accurate burette. The num- 
ber of milliliters of linseed oil used is then multi- 
plied by the specific gravity of the oil in order 
to obtain the corresponding weight of the oil in 
grams. 

Note 3.— Care should be taken that the 
linseed oil used in comparative or simultaneous 
tests has the same acid value. 

Note 4. — While raw linseed oil is specified, 
other liquids (such as refined oil) may be used 
by mutual agreement. 

Calculation 

3. From the weights of oil and pig- 
ment used in the test, calculate the 
number of pounds of oil required to 
exactly “wet^’ 100 lb. of pigment. 



APPmOVEB AS 
AMERICAM STANDARD 

BY THE AMERICAN STANDARDS ASSOCIAHOK 
ASA NO.: K41-1939 


Standard Methods of Test for 
SPECIFIC GRAVITY OF PIGMENTS^ 



A.S.T.M. Designation: D 153 - 39 

Adopted, 1924; Revised, 1927, 1939.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 153; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope , 

1, These methods of test cover pro- 
cedures for determining the specific 
gravity of pigments. 

Method A. For Routine Testing of 
Several Samples Simultaneously 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Pycnometer, — A pycnometer, as 
shown in Fig. 1 (a) or (^), having a 
capacity of 50 ml 

if) Water Bath. — A water bath con- 
sisting of a vessel filled with sufficient 
water to permit of only a very gradual 
rise in temperature and equipped with a 
stirring device, preferably air-blo'wn. 

: {c} Manometer,-— An open- tube, ma- 
nometer, see /, Fig. 3 , made of glass tubing 
6 mm., in /diameter, filled: with mercury 
to approximately . 86 cm., fitted with 
rubber .pressure tubing attached,, to a 

1 Under the standardization procedare of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1923 to 1924. 


T-joint leading to the desiccator and the 
pump. 

Note. — The difference in levels of the 
mercury in the manometer when the system is 
in operation, subtracted from the barometer 
reading taken at the same time, gives the 
vacuum of the system in millimeters of mer- 
cury. The difference between the barometer 
and the manometer readings should not ex- 
ceed 3 mm. 

(d) Desiccator, — A glass desiccator, 
having a hole at the side, constructed 
with heavy walls to withstand a vacuum 
of one atmosphere. 

{e) Vacuum Pumps. — A laboratory 
water vacuum pump to expel the greater 
portion of air in the desiccator. 

An oil vacuum pump^ with a motor to 
give a vacuum of not more than 3 mm, 

(f) Weighing Bottle. — A weighing bot- 
tle with cork. The neck shall be small 
enough to fit inside the neck of the 
pycnometer. This latter requirement 
is essential, since small quantities of 
pigment easily adhere to the ground- 
glass joint of the pycnometer. 

* The “Hy vac” oil pump is satisfactory. This pump 
has a displacement of approximately 200 cu. in. per min, 
or 7 cu. ft. per hr. at a speed of 900 rpm. It will evacuate 
a flask ofl-liter capacity to a vacuum of 1 mm. in 2 min 
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; fe) Thermometer.— K thermometer 
having a range of from 0 to, 60 C. gradu- 
atedin O.l.C. . , : 

Standardization of Pycnometers ' 

3. The pycnometer shall be filled 
with freshly-boiled distilled water and 
brought to a temperature of 15.6 C. 
It shall be dried and weighed as specified 
in Section 4 (f). It shall then be 
cleaned, weighed, and dried. It shall 
then be filled with the kerosine to be 
used in making the test and again 
brought to a temperature of 15.6 C., 
and dried and weighed in the same man- 




Fig. 1. — Pycnometers. 


ner as before. The specific gravity of 
the kerosine shall be calculated as fol- 
lows: 


Sp. gr., 15.6/15.6 C. 


wt. of kerosine 
wt. of water 


Procedure 

4. {a) Drying. — The pigment shall be 
dried in an oven at 105 C. for 2 hr. 

Note. — It is preferable to use an electric 
oven for this purpose. 

{h) W eighing, — A sample of the pig- 
ment shall be weighed, by difference, in 
the weighing bottle. For black, blue, 
and lake pigments of light specific 
gravity, about 1 g. should be used; for 


inert crystalline pigments, about 4 g.; 
for 'opaque white pigments, 7 to 10 g.; 
and for red lead, from 15 to 20 g. should 

be used. 

Note. — Due to the hygroscopic nature of 
some of the pigments it is necessary to use a 
weighing bottle fitted with a cork stopper. 

{c) Number of Samples. — It has been 
found convenient to run six samples at 
one time, the desiccator specified being 
of the proper size to accommodate this 
number. 

(d) Transferring to Pycnometer. — Suf- 
ficient kerosine shall be poured into the 
pycnometer to form a i-in. layer in the 
bottom and a quantity of pigment from 
the weighing bottle shall be added 
reaching approximately three-fourths of 
the distance to the kerosine level. The 
kerosine shall always cover the pigment. 
The sample shall be stirred with a pol- 
ished round-bottom glass rod until com- 
pletely covered by the kerosine, more 
kerosine being added from the wash 
bottle if necessary. The rod shall be 
washed with kerosine. 

{e) Removal of Occluded Air. — The 
pycnometers shall be placed in the desic- 
cator, which shall then be closed and 
attached to the water pump until the 
greater part of the air is expelled from 
the system. This takes from 5 to 10 
min. The system shall then be closed 
wuth a pinchcock and the desiccator 
attached to the oil pump for the removal 
of the small amounts of air given off at 
the low pressures obtainable with the 
oil pump. The manometer is used 
to indicate whether the oil pump is 
giving the proper vacuum. When the 
manometer indicates that the vacuum, 
which should not be greater than 3 
mm., is constant, the oil pump may 
be cut off for short periods, precau- 
tion being taken that the vacuum does 
not change materially due to leakage. 
It will be noticed that bubbles of air 
come from the pigments very rapidly at 
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the , thermometer in the bath sliaill .be' 
read, but not on the thermometer in the., 
pycnometer. The pycnometer shall be 
removed from the bath and dried. .It 
shall then be allowed .to, stand for 30 
min. to enable it to come to room tem- 
perature, and weighed. 

Note. — is advisable to allow, the pycnom- 
eter to stand approximately the same time 
before each weighing so as to compensate for" 
slight errors due to evaporation at the joints. 

Calculations 

5. The specific gravity shall be cal- 
culated as follows: 

Sp. gr. of pigment = 



first and that this action gradually de- 
creases and finally stops altogether. 
The time required for complete removal 
of air varies from 30 min. to 2 hr., de- 
pending upon the nature of the pigment. 
When no more bubbles can be seen, it is 
assumed that all the occluded air has 
been given off and that the pigment is 
thoroughly wet with kerosine. Air may 
then be slowly admitted to the desiccator 
by means of the pinchcock, 

(/) Filling and Bringing to Tempera- 
iure . — The pycnometer shall be taken 
from the desiccator and filled with 
kerosine, care being taken to add a 
sufficient quantity to prevent the for- 
mation of air bubbles when placement of 


the thermometer is made. The ther- 
mometer shall be placed in the water 
bath, which shall be cooled with ice to a 
temperature between 10 and 13 C. 
The pycnometer shall be placed in the 
bath and be permitted to come to con- 
stant temperature. The pycnometer 
thermometer or capillary tube shall 
then be inserted. Enough warm water 
shall be added to the bath to raise the 
temperature suddenly to about 14.5 C. 
in order to expand the kerosine and pre- 
vent it from creeping down the capillary 
and admitting a small amount of air. 
The bath shall be allowed to come to a 
temperature of 15.6 C. The capillary 
tube shall be wiped with filter paper and 
the cap put on. All temperatures on 


where: 

K = weight of the bottle filled with 
kerosine only, 

P = weight of pigment used, 

F = final weight of the bottle with 
pigment and kerosine, and 

5 = specific gravity of the kerosine 
used. 

Precautions 

6. Before a new desiccator is used for 
the first time, it shall be wrapped in a 
towel and tested under the vacuum to be 
used, great care being exercised in han- 
dling the desiccator when the vacuum is 
on, as any sudden jar may cause it to 
collapse. 
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Methou 'B; , For Tests Requiring necting with the,, vacuum , pump 'Fig.'. 

' 'Highest Accuracy 3. The bell jar shall rest on a' sheet of 

... rubber, cemented or vulcanized, to 'a 

, Apparatus. , glass or iron plate. With, stopcock 

' 7. The apparatus shall consist of the closed and stopcock A opened to the 
following: pump, the system shall withstand and 

[a) Pycmmekr . — A pycnometer as maintain a vacuum. 

shown in' Fig. 1 {a) or (5), having a ca- Note.— A suitable desiccator may be sub- 

pacity of 50 ml. stituted for the bell jar. , 

.{}>) Water ' BaUi: A water bath con- Thermometer, — ^A .thermometer 

sisting of a vessel filled with sufficient having a range of from 0 ' to 60 C., 
water to permit of only a very gradual graduated in 0.1 C. 



Fig. 3 . — Apparatus Assembly for Determining Specific Gravity of Pigments. 


rise in temperature and equipped with a (e) Vacuum Pump.— A high vacuum 
stirring device, preferably air-blown* pump e, Fig. 3. 

(c) Bell Jar . — A glass bell jar with a (/) Manometer . — An open- tube ma- 
two-hole rubber stopper. Into one hole nometer/, Fig." 3, as described in Section 
of the stopper shall be fitted a separa- 1 (c). 

tory funnel with a well-ground stopcock (g) Bottle.— A storage bottle A, Fig. 

Fig. 2, and with the lower tube extend- 3, for kerosine or other wetting liquid, 
ing into the pycnometer (just below the 
opening of the side arm in Fig. 1 (a)). Toceaure 

Into the other hole of the stopper shall 8. The pycnometer containing the 
be fitted a glass tube with a well-ground weighed sample of dried pigment shall 
3-way stopcock Fig. 2, the tube con- be placed under the bell jar. Stopcocks 
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$ and ci slaall be closed, the vacuum pump 
started, and then stopcock d gradually 
opened to the pump. ' When the air has 
all been removed, with a vacuum of 1 
mm. maintained, the separatory funnel 



Burette: Geissler, straiglit; glass stopcock, ground 
accurately. 

Total capacity 100 ml. 

Capacity of bulb 0 to 75 ml. 

Graduated .75 to 100 ml. 

Subdivisions 0.05 ml. 

Rate of outflow about 2 min. 

Permissible Variations: 

, , Total capacity. ±0.10 ml. 

Graduated portion ±0.03 ml. 

Markings on graduations shall be in conformity with the 
National Bureau of Standards CwMiof ivo, iP, 


shall be filled with kerosine, stopcock d 
closed, and at once stopcock c shall be 
gradually opened, adding sufficient kero- 
sine to completely cover the pigment. 
The pump shall be stopped and the suc- 
tion at d released. Finally, the pycnom- 


eter shall be filled with kerosine and the 
test completed as, described in .Section 
4 .(f) and Sectio,n 5 under metliod;.4. ; . 

Note i . — Before a new bell jar (or desiccatof) 
is used for tbe first it shall be, tested under 
a vacuum as described in, Section 6. 

Note 2. — .Stopcock c must be weE, ground 
and should be lubricated with castor oil or 
glycerol. See precautions in Section 15 under 
method C concerning the necessity of testing 
the system for leaks before making a deter- 
mination. 

Note 3. — With certain pigments that are 
not wetted well with kerosine, the substitution 
of turpentine has been found very efficient. 
However, when turpentine, or any other liquid 
having a high evaporation rate,' is used, a 
pycnometer of type shown in Fig. 1 (a) or (&) 
is not satisfactory, on account of losses around 
the ground-glass joints. When using such 
liquids as turpentine, the bottle (as a pycnom- 
eter) and apparatus as described in Section 9 
under method C should be used, except that 
instead of attempting to measure an accurate 
volume of the Equid from the burette, the 
bottle (plus the sample plus the wetting liquid) 
is finally weighed as in method B. 

Method C. For Rapid and Accurate 
Testing of Single Samples 

Apparatus 

9. The apparatus shall consist of the 
following (see Fig. 3) : 

(a) Burette. — A lOO-ml. burette with 
a 7S-mL bulb in the upper part and the 
lower part (25 ml) graduated in 0.05 
ml, (see Fig. 4). 

(b) Flask. — A special 100-ml. gradu- 
ated flask, b, Fig. 3, with ground-glass 
stopper. The flask shall be thick 
enough to withstand and maintain a 
vacuum and should weigh between 50 
and 60 g. The neck of the flask should 
be graduated in 0.05 ml. between the 99 
and iOO-ml. marks. The dimensions of 
the flask are shown in Fig. 3. 

(c) Stopcocks. — A tightly ground stop- 
cock i;, in the burette a. 

A 3-way stopcock d, connecting with 
the vacuum pump e. 

{d) Vacuum Pump. — A high-vacuum 
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pump® e, of the type requiring no pre- 
liminary or “backing” pump. 

(e) Manometer . — An open-tube ma- 
nometer/, Fig. 3, as described in Section 
2 (c) . 

, .Note.— T he difference in levels of the mer- 
cury in the manometer when the system is in 
operation, subtracted from the barometer 
reading taken at the same time, gives the 
vacuum of the system in millimeters of mercury. 
The difference between the -barometer and the 
manometer readings should not exceed 1 mm. 

'{^ Thermometer. thermometer g, 
having a range of from 0 to 60 C. gradu- 
ated in 0.1 C, 

{h) Bottle . — A storage bottle h, for 
kerosine or other wetting liquid. 

Standardization of Apparatus 

10. The flask shall be connected to 
the burette and pump by means of a 
two-hole rubber stopper. The system 
shall be evacuated with stopcock c 
closed until the pump maintains a 
vacuum of 1 mm. in the flask (this 
requires only a few minutes). The 
3-way stopcock d shall be closed for 30 
sec., and again opened to the pump. 
There should be no appreciable change 
in the mercury levels in the manometer, 
indicating that the system beyond stop- 
cock d is tight. With the vacuum still 
maintained, the burette shall be filled 
from the top with kerosine, the level 
adjusted to the zero mark with a piece 
of capillary tubing. Stopcock d shall 
now be closed and then stopcock c 
carefully opened, admitting about 75 
ml. of kerosine into the flask. Stopcock 
d shall be opened to the air, thus releas- 
ing the vacuum in the flask, and the 
flask shall be filled with kerosine to a 
definite mark on the neck. The burette 
shall be read, calling this reading K 
(the volume of the flask). 


Procedure 

11. The flask shall then be cleaned 
with ether, dried, and weighed. A glass 
counterpoise having the same superficial 
area and treated the same way may be 
placed in the opposite pan in the bal- 
ance. A quantity of the dry pigment 
to be tested shall be transferred to the 
flask by means of a clean, dry, glass 
funnel whose stem reaches to the bottom 
of the bulb. A piece of stiff nickel wire 
is convenient in pushing the powder 
down the stem. The bulb of the flask 
should be nearly filled with the sample 
which, however, should occupy a volume 
of less than 25 ml. after all air is ex- 
pelled. Greater accuracy may be ob- 
tained with a large sample than with 
a small one. The inside stem as well 
as the entire outside of the flask should 
be wiped with a clean piece of dry, lint- 
less cloth. The flask and pigment shall 
then be weighed and the weight of 
pigment calculated by deducting the 
weight of the empty flask. With the 
burette clean and dry, but with the 
stopcocks well lubricated (castor oil or 
glycerol), the flask shall be attached 
to the evacuating system as shown in 
Fig. 3. After closing stopcocks c and d, 
the pump shall be started and stopcock 
d carefully opened to the pump. Evacu- 
ation shall be continued until the pump 
maintains a vacuum of 1 mm, in the 
flask, or until all the air is expelled 
from the system. The burette shall 
then be filled from the top as described 
in Section 10, stopcock ^ closed, stop- 
cock c gradually opened and kerosine 
added until the pigment is covered. 
The flask shall be tapped gently to 
dislodge any air bubbles. The pump 
should be stopped, stopcock d opened 
to the air, and the flask filled up to the 
same mark as was obtained in determin- 
ing its volume. The volume of kerosine 
required may be designated X. The 
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heiglit of the liquid in the burette shall 
be read to the nearest estimated 0.01 ml 

Note.: — T he removal of all air can not be 
stressed too greatly^ as the presence of air will 
cause low results. 

Calctilations 

12. The specific gravity shall be 
calculated as follows: 

Sp. gr. of pigment = 

Jx — JC 

where: 

5 = weight of pigment used, 

K = volume of kerosine required to 
fill the flask when empty, and 

X = volume of kerosine required to 
fill the flask when the pigment 
is present. 

Temperature 

13. Since the specific gravity of a 
pigment is only slightly affected by 
temperature, such variations as occur 
under normal conditions in a room would 
not materially affect the results. Care 
shall be taken, however, that the tem- 
perature of the liquid after transferring 
to the flask is approximately the same 
as it was when in the burette. 

Wetting Medium 

14. While kerosine has been found to 
be a good wetting medium, any liquid 
which does not have a high evaporation 
rate may be used. The liquids are 
interchangeable, as no constants on 
them need be determined. Hence, a 
pigment containing a dye which is 
slightly soluble in kerosine could be run 
with another liquid in the same appa- 
ratus wuthout special standardization 
for that liquid. Operators are cau- 
tioned against the use of water as it 
causes considerable frothing with certain 
pigments. 


1M5 

Precautions 

IS. (a) Care shall be taken that the 
burette stopcock is well ground in order 
to prevent leakage of kerosine. Castor 
oil is suggested as the stopcock lubricant. 

(b) Since in determining both K and 
X, the tip of the burette and bore of the 
stopcock plug are empty, no correction 
is needed; stopcock c, however, should 
be so well ground that under a vacuum 
of 1 mm. for 30 min. no leakage of kero- 
sine takes place. The usual sources of 
error are failure to remove all the air 
from the pigment and leaks in the 
system. The minimum amount of rub- 
ber tubing should be used an^nvhere in 
the system, and wherever this is used 
the joints between rubber and glass 
should be coated with a melted mixture 
of beeswax and rosin. 

(c) In cleaning the flask of kerosine 
only, a rinsing two or three times with 
ether followed by dry air (dried over 
sulfuric acid and calcium chloride) is 
sufficient. When pigment is also pres- 
ent, both pigment and kerosine should 
be taken together and then emptied. 
This should be followed with ether 
until no more pigment is removed. 
Some filter pulp (macerated filter paper) 
and water (with or without some glass 
beads) should be added and shaken 
vigorously. Repetition may be neces- 
sary. The flask should then be rinsed 
with distilled water and either dried 
in an oven or rinsed with alcohol and 
ether followed by dry air. In deter- 
mining specific gravity by this method, 
there is no reason why the flask, if made 
of resistant glass/ cannot be heated, 
followed by cooling during evacuation 
if such heating has no effect on the 
sample. 

<Pyrex glass Is very satisfactory for this purpose. 
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A.S.T.M. Designation: D 332 ~ 36 
Adopted, 1936,^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 332; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the tinting strength of 
white pigments or white pigment pastes 
and is only to be used for a comparison 
of the sample and a reference standard 
of the same type of wiiite pigment. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Balance. — Regulation laboratory 
balance, sensitive to at least 1 mg. 

Q}) Burettes. — Standard l-ml bu- 
rettes, graduated in 0.1 ml, (stopcock 
controlled) or the apparatus known as 
the Brown burette, which consists of a 
small burette as just described but with 
a small reservoir. The tips of all bu- 
rettes shall be ground optically flat. 

(c) Glass If 5.— -Standard type 
glass muilers with a grinding face of 
from 2f to 3 in. in diameter. The face 
shall be free from blowholes and other 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1931 to 1936, being revised in 
1934 and 1935. Editorially revised and rearranged in 1939, 


imperfections, and kept sharp by lightly 
grinding with No. 303 optical emery or 
its equivalent and turpentine. The 
edge should be beveled. 

{d) Rubbing Surface. — Litliographers’ 
stones or ground plate glass slabs, the 
surface of which is kept sharp by lightly 
grinding with No. 303 optical emery or 
its equivalent and turpentine. 

{e) Glass or Cellidoid Sheets. — Sheets 
of flat glass or flexible celluloid for use in 
weighing out the oils and pastes. 

(/) Spatula. — A flexible spatula hav- 
ing a 3-m. blade for mixing the oil and 
pigment. 

(g) -Bright tin or clear glass 

panels for use in observing color matches. 

{h) Scraper.— A French scraper or 
body glazing s,craper for smoothing 
down the color daubs placed on the 
glass or tin panels. The scraper shall 
have a blade that is about 3 or 4 in. in 
width with a good straight edge. 

Materials 

- 3. The following . materials will , be 
required: 

(a) Reference \ Standard.— A standard 
white pigment or white pigment paste 
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agreed upon by the seller' and the 
purchaser. 

(b) Tinting Material, — Either ultra- 
marine blue or a very finej low-strength, 
uniform black tinting material prepared 
from finest lampblack (Note 1). If 
desired, the tinting material, either ultra- 
marine blue or black, may be prepared 
in the form of an oil paste (Note 2) 
ground fine and placed in small col- 
lapsible tubes. 

Note L-~It is advisable to prepare such a 
pigment from the finest lampblack and the 
finest precipitated calcium carbonate by inti- 
mate mixing of one part of the dry lampblack 
and six parts of the dry calcium carbonate until 
a uniform mixture is obtained which will give 
check results with several duplicate samples of a 
standard white pigment. 

Note 2. — Recommended formulas for such 
a paste using ultramarine blue are as follows: 

’ 140 lb. Ultramarine blue 
SO lb. Poppy oil 

No. 1 . . - 3 lb. Calcium stearate 

2 lb. Castile soap 
f lb. Turpentine 

[ 70 lb. Ultramarine blue 
No, 2. . J 27 lb. Refined linseed oil 

[ 3 lb. 4“hr, cooked linseed oil (560 F.) 

(c) Oil, — White refined linseed oil with 
an acid number of approximately 4. 
The use of bodied oils or varnish may be 
essential in some cases. 

Procedure for White Pigments 

4. The tinting strength of white pig- 
ments shall be determined as follows: 

{a) Weigh accurately 2 g. of the 
reference standard white pigment and 
the amount of ultramarine blue or lamp- 
black and measure the amount of oil as 
indicated . in Table I. 

(5) Use sheets of flat glass or flexible 
celluloid in weighing out the pigments, 
oils and pastes. For regular control 
work, the use of the burette is recom- 
inended for measuring . the oil used, in- 
stead of weighing, because of the sim- 
plicity, speed, and reasonable accuracy 
of the burette. Be sure to allow suffi- 


cient time for the burette to drain to its 
true level. In case of doubt or dispute 
over any tint or in the case of viscous 
oils, all portions shall be weighed. - If 
desired, the tinting material may be 
added in the form of a paste, and in this 
case the weighed quantity of paste shaU 
have the amount of tinting material 
specified in the above table and shall be 
added to the mulled sample on the 
rubbing slab and thoroughly mixed with 
the spatula until no streaking is notice- 
able. Place the materials on the rub- 
bing surface and work them into a paste 
with the spatula, then rub up the paste 
with the glass muller, using a stroke 3 to 


Table I 


Pigment 

a 

1 

■ t 

Weight of 
Tinting 
Material, g. 

i tsfl 

*0 

.’1 

s 

*o 

1 

0 

1 

Ultramarine 

Blue 

1 

1 

White lead. 

,2 

0.4 

0.2 

0.04 

Zinc oxide 

2 

0.6 

0.2 

0.04 

Zinc oxide (35 per cent 





leaded) 

2 

0.4 

0.2 

0.04 

Lithopone i 

2 

O.S 

0.2 

0.04 

Extra strength lithopone i 

2 

0.5 

0.2 

0.04 

Zinc sulfide 

2 

0.6 

0.4 

0.08 

Titanium barium pigment 

2 

0,5 

0.2 

0.04 

Titanium calcium pigment. . . 

2 

0.5 

0,2 

0.04 

Titanium dioxide 

2 

0.9 

0.4 

0.08 


4 in. in width and from 12 to 15 in, in 
length. In counting the rubs, one stroke 
up and one stroke back is considered 
one rub. Allow the muller to travel up 
one side and back the other side, twist- 
ing the muller slightly at the top and 
bottom of each half stroke to help work 
in the pigment. After each 25 rubs 
with the muller, “pick up’^ the pigment 
with the spatula by scraping the face 
of the muller and gathering the paste 
on the slab into a daub. Continue the 
mulling until the paste is given 100 rubs. 

(c) Treat 2 g. of the sample of white 
pigment in exactly the same manner as 
prescribed in Paragraph (a) for the 
reference standard, using the same 
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amount: of ' tinting material and oil. 
Give the sample 100 mbs. Place the 
sample and reference standard in juxta- 
position on a bright tin or clear glass 
panel. Make the daub of each about 
1 in. in width and 2 in. in length and 
draw the scraper lightly over the pastes 
to even off the ridge and so place both 
daubs on an even plane. If glass is used, 
the rub-outs may be observed either 
from the top or through the glass panel 
(d) If the sample differs appreciably 
from the reference standard in tint, other 
pastes of the reference standard white 
pigment may be prepared, using various 
amounts of the tinting material to give 
a series of standards. The sample of 
white pigment shall then be compared 
with the series of rub-outs of the refer- 
ence standard pigment, the quality of 
tint being judged by placing the rub- 
outs in juxtaposition on the tin or glass 
panel as in the procedure described in 
Paragraph (c). 

Calculation 

5. The tinting strength of the sample 
shall be calculated as follows: 

A 

Tinting strength of pigment = “ X T 

B 

where: 

A == weight in grams of tinting mate- 
rial used with reference stand- 
ard to give equality of tint, 

B = weight in grams of tinting ma- 
terial used with sample, and 
T = empirical tinting strength value 
given to the reference stand- 
ard. 

Optional Procedure for White Pigments 

6. (a) The method described in Sec- 
tions 4 and S is satisfactory for routine 
testing of samples of white pigments of 
the kind which do not vary greatly in 
tinting strength. Variations in the 
brightness or consistency of the tinted 


pastes used for matching cause varia- 
tions in the relative tinting strength of 
the ' samples being tested. When com- 
paring similar pigments which do not 
vary greatly in tinting strength, these 
errors are negligible, but when comparing 
pigments which do vary greatly in tint- 
ing strength, the comparison should best 
be made with tinted pastes of standard 
brightness and standard consistency. 
In the following method all comparisons 
shall be made with pastes that have a 
brightness or light reflection of 20 per 
cent and equal consistency. 

(b) Weigh accurately 2 g. of the refer- 
ence standard white pigment and a 
sufficient amount of the blue (or black) 
tinting material to produce a paste which 
will have a 20 per cent light reflection 
(Note 1) when mixed with oil Place 
these materials on the rubbing surface 
and add sufficient oil to produce a paste 
of medium consistency (Note 2). Mull 
the sample as described in Section 4 (b) 
until the paste is given 100 rubs. 

Note 1. — ^The light reflection may be meas- 
ured by the Marten’s photometer or other 
suitable instrument or by comparison with a 
paste knowmtohave the specified light reflection. 

Note 2. — This consistency shall be such that 
the paste can just be thrown from the spatula 
by a gentle whipping motion of the hand or by 
the tapping of the spatula blade with the index 
finger. 

(c) Treat 2g. of the sample of white 
pigment in exactly the same manner as 
described in Paragraph (5) for the refer- 
ence standard, using sufficient tinting 
material to produce a paste which will 
exactly match the standard. Use suffi- 
cient oil with the sample of white pig- 
ment to produce a paste having approxi- 
mately the same consistency as the 
reference standard. Give the sample 
100 rubs as described in Section 4 (5). 
It will be necessary to prepare several 
2-g. portions of the sample of white 
pigment using various amounts of the 
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tinting 'material until the color of the 
reference standard is ; exactly matched. 
Judge, the color match as described in 
Section 4 (c). 

Calculation (Optional Procedure) 

7. The tinting strength of the un- 
known sample shall be calculated from 
the following formula: 

C 

Tinting strength of pigment = — X T 
where: , 

C = weight in grams of tinting mate- 
rial used with sample to give 
equality of tint, 

D = weight in grams of tinting mate- 
rial used with reference stand- 
ard, and 


. T = empirical tinting strength value 
given to the reference 
standard. 

Procedure for Pastes 

8. Wlien the sample is in paste form, 
the tinting material should also prefer- 
ably be in the form of an oil paste. The 
weighed quantity of tinting material in 
paste form shall be added to the weighed 
sample of white pigment paste on the 
rubbing slab and thoroughly mixed with 
the spatula until no streaking is notice- 
able. The tinting strength shall then 
be determined in accordance with the 
procedure described in Section 4 {c) and 
the calculation made as in Section 5. 
If desired, the optional procedure in 
Section 6 (c) may be used and the calcu- 
lation made as in Section 7. 
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Standard Method of Test for 

MASS COLOR AND TINTING STRENGTH OF COLOR 

PIGMENTS ‘ 



A.S,T.M, Designation: D 387 - 35 
Adopted, 1936.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 387; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test covers proce- 
dures for determining the mass color 
and tinting strength of the materials 
generally known as dry colors, either in 
the form of dry pigments or in the form 
of pastes in oil or japan. They do not 
apply to the white pigments. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{of Balance, — Regulation laboratory 
balance, sensitive to at least 1 mg. 

{b) Burettes, — Standard l-mi. bu- 
rettes, graduated in 0.1 ml., (stopcock 
controlled) or the apparatus known as 
the Brown burette, which consists of a 
small burette as just described but with 
a small reservoir. The tips of all 
burettes shall be ground optically flat. 

(c) Glass Mullers, — Standard type 
glass mullers with a grinding face of 

^ i Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M, 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was 
published as tentative from 1934 to 1936, being revised in 
1935. Editorially revised in 1939, 


from 2f to 3 in. in diameter. The face 
shall be free from blowholes and other 
imperfections, and kept sharp by lightly 
grinding with No. 303 optical emery or 
its equivalent and turpentine. The 
edge should be beveled. 

(d) Rubbing Surface. — Lithographers^ 
stones or ground plate glass slabs, the 
surface of which is kept sharp by lightly 
grinding with No. 303 optical emery or 
its equivalent and turpentine. To guard 
against contamination, different slabs 
or stones should be available for red, 
yellow, blue, green, and black pigments. 

(e) Glass or Celluloid Sheets 

of flat glass or flexible celluloid for use 
in weighing out the samples of dry colors, 
oils, and pastes. 

(/) Spatula, — A flexible spatula hav- 
ing a 3-in. blade for mixing the oil and 
pigment. 

(g) Panels, — Bright tin or clear glass 
panels for use in observing color matches. 

Qi) Scraper,— k PitiKfti scraper or 
body glazing scraper for smoothing down 
the color daubs placed on the glass or 
tin panels. The scraper shaU have a 
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blade that is about 3 or 4 in. in width 
with a good straight edge. 


Materials 

3. The following materials will be 
required: 

. (a) Reference Standard . — A reference 
standard pigment (dry color) or paste 
color in oil or japan agreed upon by 
the seller and the purchaser. ' 

(b) Reduction Paste . — Zinc oxide oil 
paste for the tinting strength test (Note). 


Note, — Recommended formulas for such a 
paste are as follows: 

f300 lb. Green seal zinc oxide 
64 lb. Poppy oil 
2 lb. Calcium stearate 
1 lb. Turpentine 


No. 


f 90 lb. Green seal zinc oxide 
No. 2^. .i 10 lb. Refined linseed oil 

[ 1 lb. 4-hr. cooked linseed oil (560 F.) 

f 100 lb. Green seal zinc oxide 
No. 3^. .1 25 lb. Pleat bodied oil (of “0” Litho 
( varnish consistency) 

® This formula yields a short paste, handy to use and 
which has little tendency to settle. The paste should be 
ground fine and placed in small collapsible tubes. 

^ This formula yields a paste that is slightly stringier 
than No. 1 and settles very little. New oil pastes should 
be prepared at least once each month. The paste should 
be ground fine and placed in small collapsible tubes. 

{c) Oil . — White refined linseed oil 
with an acid number of approximately 4. 
In special cases, other oils may be essen- 
tial, for example, earth colors may 
require raw oil, or pigments for printing 
inks require transparent lithographic 
varnish. Such special oils should be 
arranged for by the seller and the 
purchaser. 

Mass Color 

Procedure 

4. Mass color shall be determined as 
follows: 

{a) Carefully weigh the sample of pig- 
ment to be tested and counterbalance 
with the reference standard pigment. 
For regular control work, the use of the^ 
burette is recommended for measuring 
the oil used, instead of weighing, because 
of the simplicity, speed, and reasonable 


accuracy of the burette. In case, of 
doubt and dispute over any color, or in 
the case of viscous oils, all portions shall 
be weighed. ^ If oil is to be weighed, add 
oil to the dry samples accurately. 
Transfer the oil and pigment to the 
rubbing slab. If oil is to be measured^ 
transfer the weighed samples of the pig- 
ments to the slab and add oil by dropping 
(slowly) from the burette, working up 
the paste with the small spatula. Be 
sure to allow sufficient time for the 
burette to drain to its true level. When 
all the dry pigment is worked up by 
means of the spatula, rub up the paste 
with the glass muller. Use a stroke 
from 3 to 4 in. in width and from 12 to 
15 in. in length. In counting the rubs 
given a color, one stroke up and one 
stroke back is considered one rub. 
Allow the muller to travel up one side 
and back the other side, twisting the 
muller slightly at the top and bottom 
of each half stroke to help work in the 
pigment. After the number of rubs with 
the muller, as specified in the following 
table, depending on the type of pigment, 
“pick up’’ the paste with the spatula by 
scraping the face of the muller and 
gathering the paste on the slab into a 
daub. Continue the mulling until the 
paste is given the specified number of 
rubs: 

Total Number of 


Pigment Pick-up Required 

300 .after each 50 rubs 

200 after each 40 rubs 

150 after each 30 rubs 

100 after each 25 rubs 

80 .after each 20 rubs 

60 after each 15 rubs 


(&) When the mulling is completed, 
place the sample and the reference 
standard in juxtaposition on the bright 
tin or clear glass panel. Make the daub 
of each about 1 in. in width and 2 in, in 
length and draw the scraper lightly over 
the pastes to even off the ridges and so 
present both daubs on an even plane. 
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Mass tone should be Judged immedi- 
ately. If glass is used observe the rub- 
outs from the top and not through the 
glass ^ panel. 

Note.— W here higher precision is required 
than that afforded by visual examination or 
where it is desirable to determine the color 
characteristics of the material in terms of funda- 
mental physical units, this may be done by use 
of the Standard Method of Test for Spectral 
Characteristics and Color of Objects and Ma- 
terials (A.S.T.M. Designation: D 307) of the 
American Society for Testing Materials.® 

Tinting Strength oe Color 
Pigments 

Procedure . 

5. The tinting strength of color pig- 
ments shall be determined as follows: 

(a) Weigh the required amount of the 
mulled color paste from the slab and 
counterbalance with the reference stand- 
ard pigment. Then add the correct 
amount of the “reduction paste’' (zinc 
oxide oil paste) to the sample and the 
reference standard. Thoroughly mix 
each of the pastes on the flat glass or 
flexible celluloid sheets and transfer 
samples to the slab, mixing them thor- 
oughly with the spatula only until no 
more streaking is noticeable, 

(b) Place the sample and reference 
standard in juxtaposition on the bright 
tin or clear glass panel. Make the daub 
of each at least 1 in. in width and about 
2 in. in length and draw the scraper 
lightly over the pastes to even off the 
ridge and so present both daubs on an 
even plane. Judge the color immedi- 
ately, If glass is used, observe the rub- 
outs from the top and not through the 
glass paneL 

Note 1. — ^Tbe following pigment rub-out 
scheme is outlined for the convenience of the 
operator. Because of the difference in oil ab- 
sorption of similar pigments made by different 
manufacturers, the pigment rub-out scheme can 
necessarily serve only as a guide in the work. 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


PIGMENT RUB-OUT SCHEME 


O O 

Color or Class pcs co 

” ® 0*13 



1 

o 

a 

< 

Volume o 

o 

"a 

Reductio 

reducti 

grams 

paste 

c.p. Iron blues. 

1 1.0 

0.80 

300: 

5 to 0.1 

c.p. Light and medium para 
toners 

0.5 

0.80 

200 

5 to 0.1 

c.p. Dark para toners 

0,6 

0.80 

300 

5 to 0.1 

10 per cent Para toners on whit- 
ing 

1.0 

0.50 

60 

2 to O.l 

c.p. Toluidine 

o.s 

0.50 

150 

5 to 0.1 

c.p. Light chrome green 

1.0 

0.40 

100 

2 to 0,1 

c.p. Medium chrome green 

1.0 

0.50 

ISO 

2 to 0.1 

c.p. Deep chrome green 

1.0 

0.60 

200 

2 to 0.1 

25 per cent Grinder’s green, 
light 

1.0 

0.30 

60 

2 to 0.1 

25 per cent Grinder’s green, 
medium 

1.0 

0.40 

' 60 

2 to 0.1 

25 per cent Grinder’s green, 
deep : 

1.0 

0,40 

80 

2 to O.t 

c.p Chromium oxide 

2.0 

0.40 

60 

2 to 0.1 

c.p. Primrose chrome yellow 

c.p. Light chrome yellow 

1.0 

0,20 

60 

1 2 to 0.1 

1.0 

! 0.50 

60 

I 2 to 0.1 

c.p. Medium chrome yellow .... 

1.0 

j 0.30 

60 

2 to 0.1 

c.p. Dark chrome yellow 

2.0 

i 0.40 

60 

2 to 0.1 

c.p. Zinc yellow — , . 

1.0 

0.40 

60 

2 to 0.1 

English Vermillion 

2.0 

^ 0.50 

100 

2 to 0.1 

Ultramarine blue 

1.0 

0.50 

ISO 

2 to 0.1 

Cobalt blue 

1.0 

0.50 

ISO 

2 to 0.1 

High strength carbon black .... 

0.3 

2.80 

150 

5 to 0.1 

Bone black 

1.0 

0.80 

100 

2 to 0.1 

Lampblack 

0.3 

1.00 

TOO 

5 to 0.1 

Carbon black 

0.3 

1.30 

150 

5 to 0.1 

Ferrite yellow 

O.S 

0.30 

100 

2 to 0.1 

French yellow ochre 

1.0 

0.55 

100 

2 to 0.1 

Light red oxide 

1.0 

0.70 

100 

2 to 0.1 

Indian, Spanishj Venetian, 
Persian Gulf oxides and me- 
tallic brown 

1.0 

0.40 

100 

2 to O.l 

Raw and burnt sienna 

1.0 

0.60 

100 

2 to 0.1 

Raw and burnt umber 

1.0 

0.80 

100 

2 to 0.1 


Note 2. — In many cases, the paint manu- 
facturer producing industrial, freight car, ma- 
rine, bam, or anticorrosive paints is interested 
in whetting the pigment with the vehicle. Such 
methods of grinding in oil do not reduce the 
particle size or develop additional tinctorial 
value of the pigment. The covering power of 
such paints is therefore dependent upon the 
degree to which the color manufacturer de- 
velops the pigment used in such products. The 
muller tests do not determine the true value of 
colors for this purpose. The grinding action of 
the muller develops the tinctorial value and 
hiding power of the pigment to a much greater 
extent than when the pigment is ground in oil 
on a loosely set stone mill. Comparative muller 
and stone grinding tests show that fifty mulls 
with no weight on the muller are equivalent to 
a loose grind on a paint mill in which the pig- 
ment is thoroughly wetted. It is recommended 
that this test be used in determining the true 
value of these pigments for paints wherein the 
pigment receives little or no grinding in the 
paint mill. 
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Note 3.— For the most exact determination 

of mass color and ultimate tinting strength, it 
is recommended that the following procedure be 
employed: The comparison of all samples shall 
be made at the same or equal consistency and 
this consistency shall be such that the paste 
can just be thrown from the spatula by a gentle 
whipping motion of the hand or by the tapping 
of the spatula blade with the index finger. 

Note 4. — To determine the percentage 
strength of the sample of the color in terms 
of the reference standard, varying amounts of 
the mulled paste of the standard color are 
mixed with the same amount of reduction paste 
to give a series of reference standards. The 
sample is compared to determine the reference 
standard it matches. The tinting strength of 


the sample is calculated as^ follows: The ratio 
of the amount of the reference standard color 
used to give equality of tint, to the amount of 
sample used, multiplied by 100, is the tinting 
strength of the sample. 

Tinting Strength of Pastes' 

Procedure 

6. When the sample is in the paste 
form as a color in oil or color in japan, 
the tinting strength shall be determined 
in accordance with the procedure de- 
scribed in Section 4 (6) and continuing 
in Section 5 (a) and (5). 



Standard Specifications for 
RAW TUNG OIL* 



A.S.T.M. Besignatioii: D 12-41 

Adopted, 1933; REVisED»„194i ® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 12 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover raw lung 
oil. 

Properties 

2. Raw tung oil shall conform to the 
following requirements: 

Specific gravity, 15.5/15.5 C.. . 0.940® to 0.943 
Acid number (alcohol-benzol),** 

max 8.0 

Saponification number 190 to 195 

Unsaponifiable matter, max., 

percent.... 0.75 

Iodine number (Wijs), min. 163 
Appearance . ..... clear and transparent at 65 C. 

Color**-.... not darker than a freshly 

prepared solution of 1.0 g. of 
KsCraO? in 100 ml. of pure 
H 2 SO 4 (sp. gr. 1.84), or its 
equivalent in iron-cobalt solu- 
tion or in Lovibond glasses. 


Heating test, max., minutes. . . 12 

Refractive index at 25 C .1.5165 to 1.520 


® For American grown tung oil, the minimum specific 
gravity may be as low as 0.938. 

** If tung oil of low acid number and pale color is de- 
sired, the maximum acid number should he reduced to 3.0, 
and the maximum color to 0.03 g, of K 2 Cr 207 per 100 ml. 
of H 2 SO 4 (or iron-cobalt or Lovibond equivalents). 

Sampling 

3. The method of sampling described 
in Paragraph {a) shall be used whenever 
it is feasible to apply it. To meet con- 
ditions when this procedure is not ap- 
plicable, the method of sampling 


described in Paragraph (&) or (c) shall 
be used, according to the special con- 
ditions that obtain. 

(a) During Loading of Tank Cars or 
Filling of Containers for Shipment , — The 
purchaser’s inspector shall draw a sample 
at the discharge pipe where it enters the 
receiving vessel or vessels. The total 
sample shall be not less than 1 gal. per 
tank car or 10,000 gal equivalent, and 
shall be a composite of small samples of 
not more than 1 pt, each taken at regular 
intervals during the entire period of 
loading or filling. 

The sample thus obtained shall be 
thoroughly mixed, and from this com- 
posite sample three portions of not less 
than 1 qt. each shall be placed in clean, 
dry glass bottles or tin cans, which shall 
be filled with the sample and securely 
stoppered with new clean corks or well- 
fitting metal covers or caps. These shall 


1 Uader the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A,S.T.M. Committee D-i on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to their present adoption as standard, these 
specifications were adopted in 1915, revised in 1916, but 
withdrawn and replaced by D 12- 23 T which was pub- 
lished as tentative from 1922 to 1933, being revised in 
1923 and 1925. 
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be sealed and labeled distinctly by the 
inspectorj and one delivered to the pur- 
chaser, one to the seller, and the other 
held for check in case of dispute. 

(b) From Loaded Tank Cars or Other 
Large Vessels . — The total sample shall 
be not less than 1 gal. per, tank car or 
10,000 gal; equivalent, and shall be a 
composite of numerous small samples of . 
not more than 1 pt. each, taken from the 
top, bottom, and intermediate points by 
means of a glass or metal container with 
removable stopper or top. This device, 
attached to a suitable pole, shall be 
lowered to various desired depths, when 
the stopper or top shall be removed and 
the container allowed to fill. The sam- 
ple thus obtained shall be handled as de- 
scribed in Paragraph {a). For large 
shipments in freighters ranging from 
400 to 1000 tons, the samples shall first 
be drawn from the top and bottom of 
both port and starboard sections of the 
tank. These samples shall be visually 
examined, and if the general appearance 
gives indications that the oil is satisfac- 
tory, pumping shall be started and 1-pt. 
samples drawn from a bleeder in the dis- 
charge line at least once in every 30 
min., so that the total mixed sample 
amounts to as many gallons as there are 
units of 10,000 gal. in the cargo. These 
individual samples shall be composited 
to make one uniform sample representa- 
tive of the entire cargo, and this shall 
be handled as described in Paragraph {a). 

(c) From Barrels and Drums , — Not 
less than 10 per cent of the packages in 
any shipment or delivery of barrels and 
drums shall be sampled. The packages 
shall be shaken, rolled, and stirred to 
thoroughly mix the contents. The sam- 


ples from the individual containers shall 
be taken through the bung hole, or 
holes not less than IJ in, in diameter 
bored in the head or side for the purpose. . 
The ' apparatus for drawing the sample 
shall consist of a glass tube (or * ^ thief 0 
about 1 in. in diameter and somewhat 
longer than the length or diameter of the 
oil container, and a conical stopper that 
will fit the glass tube and is not more than 
I in. in length, fastened to a stiff metal 
rod not more than J in. in diameter and 
not less than 4 in. longer than the glass 
tube. The stopper shall be lowered by 
the rod until it rests on the bottom of 
the container, the tube slipped down 
slowly over the rod, and finally pressed 
on the stopper. By holding the tube 
and the rod, the column of oil can then 
be removed. This process shall be re- 
peated until the required amount of 
sample is obtained, which shall be not 
less than 1 gal. This shall be mixed and 
handled as described in Paragraph (a). 
During the winter, when the oil is very 
often in a solid condition, the same 
procedure shall be followed, replacing 
the thief with a tallow trier, which is 
essentially a graduated piece of steel 
tubing semicircular in cross-section and 
about 3 ft, in length. This shall be 
pushed into the oil, turned a few times, 
and withdrawn, thereby removing a solid 
core of oil. 

Methods of Testing 

4. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Drying Oils (A.S.T.M. Desig- 
nation: D 555) of the American Society 
for Testing Materials.® 

’ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 



Standard Specifications fior 
OITICICA OIL (PERMANENTLY LIQUID)’ 



A.S.T.M. Designation: D 601-46 

Adopted, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 601; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover oiticica 
oil that has been treated to render it 
permanently liquid. 

Properties 

2. Oiticica oil (permanently liquid) 
shall conform to the following require- 
ments: 


Specific gravity, 15.5/15.5 C., min.. . 0.978 

Viscosity, min., poises 13 

Acid number, max. . 8.0 

Iodine number (Wijs), min.. 135 

Color (Gardner 1933 Standards), » 

max 11 

Heating test, max,, minutes. ....... 17 

Refractive index at 25 C., min. 1 . 5100 

Matter insoluble in chloroform, max., 
percent 0.1 


" H. A. Gardner, “The Physical and Chemical Examina- 
tion of Paints, Varnishes, Lacquers, and Colors/' Ninth 
Edition, p. 


Methods of Testing 

3. (a) The properties enumerated in 
these specifications, with the exception 
of viscosity and color, shall be deter- 
mined in accordance with the Standard 
Methods of Testing Drying Oils 

(A.S.T.M. Designation: D 555) of the 

American Society for Testing Mate- 

rials.^ 

(d) Viscosity shall be determined in 
accordance with the Standard Methods 
of Testing Oleoresinous Varnishes 
(A.S.T.M. Designation: D 154) of the 

American Society for Testing Materials.® 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption as standard, these specifications were 
published as tentative from 1941 to 1946, being revised in 
1946. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications fior 
RAW SOYBEAN OIL^ 



A.S.T.M. Designation: D 124 - 41 
Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 124; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover raw soy- 
bean oil. 

Properties 

2. Raw soybean oil shall conform to 
the following requirements: 


Specific gravity, 15.5/15.5 C., min 0.924 

Acid number, max 3.0 

Saponification number, min 190 

IJnsaponifiabie matter, max., per cent . 1.5 

Iodine number (Wijs) , min 131 

Loss on heating, 105 to 1 10 C., max., per 
cent 0.3 


J Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1922 to 1941, being revised 
in 1933, 1937, and 1941. 


Appearance clear and trans- 

parent at 65 C. 

Color .not darker than 

a freshly prepared solution of 
1.0 g. of K 2 Cr 207 in 100 ml. of 
pure H 2 SO 4 (sp. gr. 1 .84), or its 
equivalent in iron-cobalt so- 
lution or in Lovibond glasses. 

Foots, max., per cent 2.5 


Methods of Testing 

3. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Drying Oils (A.S.T.M. Desig- 
nation: D 555) of the American Society 
for Testing Materials.® 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Speciji cations for 
PERILLA OIL, RAW OR REFINED ^ 



. A.S.TM. Besignation; D 125 - 41 

Adopted, 1923; Revised, 1941.2 

TMs Standard of the American Society for Testing; Materials is issued under 
the fixed designation D 125; the final, number indicates the year of,, original 
adoption as standard, or, in ■the case of revision, the year of last revision. 


;Scope 

; 1. These' specifications cover raw,' or 
refined perilla oil. 

Properties, 

2. Perilla- oil, raw or ' refined, shall 
conform to the following requirements . 


Specific gravity, 15.5/15.5 C., min. . . . 0.932 

Acid number, max.. ,. .... . ...... 5.0 

Saponification number, min. - ........ 190 

Unsaponifiable matter, max., per cent . , 1.5 ' 

Iodine number (Hanus), min. 191 

Loss on heating atl05,to 110 'C., max., 
;per,cent. , , . ...... .■.,■. .■.■... . . ■ 0.2 


1 Under the standardization procedure of the Society, 
these specMcat ions are under the jurisdiction of the 
A.S.T.M. Committee D-i on Paint, Varnish, Lacquer, and 
Related Products. , 

2 Prior to adoption as standard, these specifications 
Fore published as tentative froia4922 to 1923.. 


Appearance ' clear and ,trans,- 

,parent at 65 C. ' 

Color. . .,not darker than 
a freshly prepared solution of 
■ 1.0 g. of K 2 Cr 207 in 100 ml. of 
pure H 2 SO 4 (sp.g,r. 1.84), or .its 
equivalent in .iron-cobalt solu- 
tion or in Lovibond glasses. 
Foots, .max., per cent . .......... 2.5 

■Methods of Testing 

3. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Drying Oils (A.S.T.M. Desig- 
. nation: D\5S5) of the American Society 
for Testing Materials A 

. 3 Appears in this publication, see Contents in Numeric 
■Sequence of A.S.T.M. Designations at front of book. 
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APPROVBB AS 
AMERICAir STANDARD 

IT THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.; 1:34-1937 

AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H,0. NO.: M 125-42 


Standard Specijications for 
RAW LINSEED OILi 



A.S.T.M. Designation: D 234 - 28 

Adopted, 1927; Revised, 1928.® 

This Standard of the American Society for Testing Materials is issued under 
the jSxed designation D 234; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover raw lin- 
seed oil. 

Properties 

2. Linseed oil shall be the pure oil 
pressed from flaxseed and shall conform 
to the following requirements: 


Specific gravity, 15.5/15.5 C. . 0.931 to 0.936 

Acid number, max 4.0 

Saponification number ...... 189.0 to 195 .0 

Unsaponifiable matter, max., 

per cent 1.50 

Iodine number ( W ijs) ® min. . . 177.0 

Loss on heating at 105 to 110 

C., max., per cent 0.2 

Color. not darker than 


a freshly prepared solution of 
1.0 g. of K 2 Cr 207 in 100 ml. of 
pure H 2 SO 4 (sp. gr. 1.84). 


Foots, max., per cent: 


Heated oil 1.0 

Chilled oil 4.0 


* If linseed oil of the high iodine number type is desired, 
the minimum iodine number, as specified above, should be 
changed to 188.0. 

Methods of Testing 

3. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Drying Oils (A.S.T.M. Desig- 
nation: D 555) of the American Society 
for Testing Materials.^ 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1926 to 1927, bemg 
revised in 1927. Editorially revised and rearranged in 
1939. 

* Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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APPROVED AS 
. AMERICAN STANDARD 
BY THE AMERICAN STANDARDS ASSOCIATION 
' ASA NO.: £35-1937 

AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H,0. NO.: M 126-42 


Standard Specifications for 
BOILED LINSEED OIL^ 



A.S.T.M. Designation: D 250 -33 

Adopted, 1933.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 260; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover boiled 
linseed oil. 

Properties 

2. Boiled linseed oil shall be pure 
linseed oil that has been treated by 
heating and incorporating compounds of 
lead, and at the option of the manu- 
facturer suitable compounds of other 
drying metals, so as to produce a prod- 
uct that will dry rapidly. It shall be 
clear, free from sediment, and shall 
conform to the following requirements: 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-l on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1927 to 1933, being revised 
in 1928. Editorially revised and rearranged in 1939. 


Specific gravity, 15,5/15.5 

C 0.931 to 0.945« 

Acid number, max 7.5 

Saponification number . . . . 189.0 to 195.0 

Unsaponifiable matter, 

max., per cent 1.50 

lodinenumber (Wijs),min. 170.0 

Loss on heating at 105 to 

HOC., max., per cent. . . 0.2 

Time of drying on glass, 

max., hr 18 

Ash, max., per cent 0.50 

Lead, min., per cent. 0.05 


® When a high viscosity type of boiled Unseed oil is re- 
quired, the specific gravity snail be not less than 0.937, 

Methods of Testing 
3, The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Drying Oils (A.S.T.M. Desig- 
nation: D 555) of the American Society 
for Testing Materials.^ 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specijications for 
LIQUID PAINT DRIERS 1 



A.S.T.M. Designation: D 500-43 

Adopted, 1943 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 600; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 


TABLE I.— REQUIREMENTS FOR LIQUID PAINT 
DRIERS. 


1. These specifications cover metallic 
driers in liquid form for use in paints 
and similar finishing materials. Two 
classes are covered, as follows: 

Class A ,' — Driers of the resinate or 
linoieate types, dispersed in oils, 
resins, and petroleum spirits or tur- 
pentine. 

Class .B— Driers of the newer 
soluble type, which are metallic salts 
of several types of organic acids, dis- 
persed in suitable media, and usually 
free of resins. 

Composition and Properties 

2. (a) General Requirements , — ^The 
drier shall conform to the general re- 
quirements as to composition and proper- 
ties for the class specified in Table I. 


i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A. S.T.M. Committee D-i on Paint, Varnish, Lacquer, and 
Related Products. 

“ Prior to adoption as standard, these specifications 
were published as tentative from 1941 to 1943, being revised 
inT943. 


Solid or suspended matter, max., /Class A. .. . ... 1.0 

per cent .\Ckss B 0.1 

{ not darker than a freshly pre- 
pared solution" of 1,28 g. of 
KsCraOT in 100 mi, of HaSO* 
(sp.gr. 1.84) 


Miscibility with oil®. 


f miscible with 9 volumes of pure 
raw linseed oil®, without visible 
sediment or curdling at the 
time of mixing 


® This requirement applies to all driers except those 
containing iron. 

® This solution is equivalent to the following color 
standards: 

Color 

Number 


Gardner color standards (1933) — 16 

Hellige color comparator 8L 

[red... 26.2 

Lovibond equivalent {yellow — , — 140.0 

[blue 0.3 


® In the case of disagreement between the seller and 
the purchaser, the test for miscibility witli oil shall be 
made at 25 dz 1 C. 

® The linseed oil shall conform to the Standard Specifi- 
cations for Raw Linseed Oil (A. S.T.M. Designation: 
D 234).» 


(5) Metallic Content . — The drier shall 
conform to the requirements as to 
metallic content for the type and class 
specified in Table IL 

Note. — The metallic contents specified in 
Table II represent the normal amounts required 
for a drier that will be used with linseed oil in the 
ratio of 1 volume of drier to 19 volumes of oil. 

* Appears in this publication,^ see Contents in N umeric 
Sequence of A.S.T.M. Designations at front of book. 
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SPEcmcATiONs FOR LiQxm) Paint Driers (D 600 — 43) 


TABLE n.-REQTHREMENTS FOR METALLIC 
CONTENT OF LIQUID PAINT DRIERS. 


Type 

Metallic Content of Drier 

Class 

A 

Class 

B 

Lead and ' 

Leadj min., per cent 

2.5 

2.5 

Manganese 

Manganese, min., per cent. 

0.6 

0.6 

Lead 

Lead, min., per cent 

5.0 

5.0 

Lead and 

Lead, min., per cent 

2.5 

2.5 

Cobalt 

Cobalt, min., per cent 

0.25 

0.25 

Manganese , 

Manganese, min., per cent. 

1.0 

1.0 

Cobalt 

Cobalt, min., per cent 

0.6 

0.6 

Zinc, 

Zinc, min., per cent 


a 

Zinc and Co- 

Zinc, min., per cent 


a 

balt 

Cobalt, min., per cent. 


a 

Iron 

Iron, min., per cent 

a 

a 


® As agreed upon by the seller and tlie purchaser. 


Methods of Testing 

3. The properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Testing Liquid Driers (A.S.T.M. 
Designation: D 564)/ except that in the 
test for miscibility, the sample shall be 
mixed with 9 volumes of linseed oil 
instead of 19 volumes. 


APPSOTOB AS 
AMERICAN STAKBARB ^ 

BY THE AMERICAN STANBARBS ASSOCIATION 
ASA HO.; E32-1937 

■ AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H.O. NO.; M 127-42 


Standard Specifications for 
SPIRITS OF TURPENTINE^ 



A.S.T.M. Designation: D 13 - 34 

Adopted, 1934A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 13; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the fol- 
lowing kinds of spirits of turpentine: 
Gum spirits of turpentine, steam- 


Properties 

2. Spirits of turpentine shall be pure 
and shall conform to the requirements 
prescribed in Table I. 


TABLE I.-PHYSICAL REQUIREMENTS. 



Gum Spirits 
of Turpentine 


Maxi- 

mum 

Mini- 

mum 

Specific gravity, IS.S/IS.S C 

0.875 

0.860 

Refractive index at 20 C., B line 

1.478 

1.465 

Residue after polymerization with 38 JV 
H 2 SO 4 ; 

Volnmej per cent 

2 


Refractive index at 20 C 


1.500 

Initial boiling point at 760-mm. pres- 
sure, deg. Cent 

Distilling below 170 C. at 760-mm. pres- 
sure, per cent 

160 

150 


90 

Distilling below 180 C. at 760-mm. pres- 
sure, per cent 




Wood Turpentine 


Steam Distilled 

Sulfate 

Destructively 

Distilled 

Maxi- 

mum 

Mini- 

mum 

Maxi- 

mum 

Mini- 

mum 

Maxi- 

mum 

Mini- 

mum 

0.875 

1.478 

0.860 

1.465 

0.875 

1.478 

0.860 

1.465 

0.866 

1.483 

0.860 

1.463 

2 

1.500 

2 

1.500 

2 

1.480 

160 

150 

160 

ISO 

157 

ISO 


90 


90 

i 

60 



i 


i 

90 


distilled wood turpentine, sul- 
fate wood turpentine, and 
destructively-distilled wood tur- 
pentine. 

The purchaser should specify the kind 
of spirits of turpentine desired. 

^ Under the standardization procedure of tlie Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Faint, Varnish, Lacquer, and 
Related Products. 


Appearance 

3. Spirits of turpentine shall be clear 
and free from suspended matter and 
water. 


* Prior to their present adoption as standard, these 
specifications were published as tentative from 1914 to 
1915, being revised in 1915. They were adopted in 1915, 
published as standard from 1915 to 1921, withdrawn and 
republished as tentative from 1920 to 1924, adopted as 
standard in 1924, published as standard from 1924 to 
1933, being revised in 1926. They were withdrawn and 
republished as tentative from 1933 to 1934 to replace the 
former Standard Specifications D 13 - 26 and D 236 ~ 27. 
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SPEcmcATiONS for’ Turpentine ' (D 13 - 34) 


Color,;,.':;: „ 

4. The color 'shall be “standard’^ or 
better., , 

Odor 

5, The odor shall be mild and char- 
acteristic of the kind of spirits of tur- 
pentine specified. If desired, deliveries 
shall conform to the odor of the sample 
agreed upon by the purchaser and the 
seller. 


Methods of Testing. 

6. The material shall be sampled and 
the properties' . enumerated in these 
specifications determined in accordance 
with the Tentative Methods of Sampling 
and Testing Turpentine (A.S.T.M. 
Designation: D 233) of the American 
Society for Testing Materials.^ 


® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
AJl.S.H.O. no.; M 128-42 ' 


Standard Specifications fior 
PETROLEUM SPIRITS (MINERAL SPIRITS)’ 



A.S.T.M. Designation: D 235 ~ 39 
Adopted, 1939A 

THs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 235; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications apply only to 
petroleum distillates. 

Properties 

2. The material shall conform to the 
following requirements: 


Appearance clear and free of sus- 

pended matter and water 

Color water white, not darker 

than No. 21 Saybolt 
Chromometer 

Flash point, min. . . . 100 F, (38 C.) 

Blackening. . . .... .shall not blacken or cor- 
rode clean metallic cop- 
per in 30 min. at boiling 
point of spirits 


Distillation: 

Percentage recov- 
ered at 350 F. 

(177 C.), min, . 50 

End point 410 F. (210 C.) 

Acidity of distilla- 
tion residue neutral 

Methods of Testing 

3. The properties enumerated in these 
specifications shall be cfetermined in ac- 


T Under the Standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, 
®4Dd Related Products. 

*Prior to adoption as standard, these specifications 
were published as tentative from 1926 to 1939, being re- 
vised in 1934, 


cordance with the following methods of 
test: 

(a) Color , — Standard Method of Test 
for Color of Refined Petroleum Oil by 
Means of Saybolt Chromometer (A.S. 
T.M. Designation: D 156) of the Ameri- 
can Society for Testing Materials.*^'' A 
fresh aqueous solution of potassium di- 
chromate in distilled water, containing 
0.0048 g. K 2 Cr 207 per liter, is approxi- 
mately equivalent to color No. 21 
Saybolt Chromometer. 

(J) Flash Point — Standard Method 
of Test for Flash Point by Means of the 
Tag Closed Tester (A.S.T.M. Designa- 
tion: D 56) of the American Society for 
Testing Materials.^ 

(^) Blackening . — A clean strip of me- 
chanically polished pure sheet copper, 
about I in. (1.3 cm.) in width and 3 in 
(7.5 cm.) in length, shall be placed in a 
glass test tube about | in. (1.9 cm.) in 
width and 18 in. (46 cm.) in length. 
Sufficient of the sample to be tested shall 
be added to completely cover the strip 
and heated rapidly to boiling. It is 
most convenient to heat the tube by 
immersion in an oil bath maintained at a 


2“ 1946 Book of A.S.T.M. Standards, Part III-A. 

« Appears in this publication, see Contents in N umeric 
Sequence of A.S.T.M. Designations at front of book. 
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temperature slightly higher than the in- 
itial boiling point of the sample,' The 
sample shall be kept boiling for 30 
min. without any actual distillation tak- 
ing place and the copper strip then ex- 
amined' for blackening. A slight tarnish 
shall be disregarded, but any marked 
blackening shall be cause for rejection. 

(d) Distillation . — Standard Method of 
Test for Distillation of Gasoline, Naph- 
tha, Kerosine, and Similar Petroleum 
Products (A.S.T.M, Designation: D 86) 


of the American Society for Testing 

Materials.^ 

{e) Acidity . — The cooled residue from 
the distillation flask shall . be collected 
in a test tube, three volumes of distilled 
water added, and the contents shaken 
thoroughly. The mixture shall be al- 
lowed to separate and the aqueous layer 
removed , to a clean test tube by means 
of a pipette. One drop of a 1 per cent 
solution of methyl orange shall be added. 
No pink or red color should be formed. 


Standard Methods of 
TESTING DRYING OILSi 



A.SXM, Designation: D 55S ““41 
Adopted, 1939; Revised, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 555; the final number indicates the year of original 
. adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods cover the test pro- 
cedures to be applied to drying oils for 
use in paints and varnishes. 

Reagents 

2. (a) Standard Sodium Hydroxide 
Solution, — Prepare a stock concentrated 
solution of sodium hydroxide by dis- 
solving NaOH in water in the proportion 
of 200 g. of NaOH to 200 ml. of water. 
Allow this solution to cool and settle in 
a stoppered bottle for several days. 
Decant the clear liquid from the precip- 
itate of Na2C03 into another clean 
bottle. Add clear barium hydroxide 
solution until no further precipitate 
forms. Again allow to settle until clear. 
Draw off about 175 ml. and dilute to 10 
liters w:ith freshly boiled distilled water. 
Preserve in a stock bottle provided with 
a large guard' tube filled with , soda 


^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the 
A.S.T.M. Committee D-l on Paint, Varnish, Lacquer, 
and Related Products. 

2 These methods were editorially rearranged and issued 
in 1939 under the designation D 5SS. They formerly 
constituted a portion of the Standard Specifications for 
Raw Tung Oil (D 12 - 33), Perilla Oil, Raw or Refined 
(D 12S - 33), Raw Linseed Oil (D 234 - 28), Boiled Linseed 
Oil (D 260- 33), and Tentative Specifications for Raw 
Soybean Oil (D 124 - 37 T). 


lime. Determine the exact strength by 
titrating against pure benzoic acid 
(CeHgCOOH) using phenolphthalein as 
indicator,® This solution will be ap- 
proximately 0.25 A, but do not attempt 
to adjust it to any exact value. Deter- 
mine its exact strength and make proper 
corrections in using it. 

{h) Alcoholic Sodium Hydroxide Solu- 
tion, — Dissolve pure NaOH in 95 per 
cent ethyl alcohol in the proportion of. 
about 22 g. per 1000 ml. Let stand in a 
stoppered bottle. Decant the clear 
liquid into another bottle, and keep well 
stoppered. This solution should be 
colorless or only slightly yellow when 
used; it will keep colorless longer if the 
alcohol is previously treated with NaOH 
(about 80 g. to 1000 ml.), kept at about 
50 C. for IS days, and then distilled. 
For an alternate method see Journal^ 
American Chemical Society, 1906, p. 
395. 

{c) Sulfuric Acid Solution (0,5 N ), — 
Add about 15 ml. of H2SO4 (sp. gr. 1.84) 
to distilled water, cool, and dilute to 
1000 ml. Determine the exact strength 
by titrating against freshly standardized 

* National Bureau of Standards Scienlifi'e Paper Jfe. 

m. 
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NaOH or by any other accurate method. 
Either 'adjust to exactly 0.5 N strength 
or leave as ■ originally madCj applying 
appropriate correction. 

(d) Wijs Iodine MomcMoride Solu- 
tion. — Dissolve iodine in glacial acetic 
acid having a melting point of 14,7 to 
IS C. and free from reducing impurities, 
in such proportion that 13 g. of iodine 
will be present in 1000 ml. of solution. 
The preparation of the iodine mono- 
chloride solution presents no great dif- 
ficulty, but it shall be done with care 
and accuracy in order to obtain satisfac- 
tory results. There shall be in the solu- 
tion no sensible excess either of iodine or 
more particularly of chlorine over that 
required to form the monochloride. 
This condition is most satisfactorily 
attained by dissolving in the whole of 
the acetic acid to be used the requisite 
quantity of iodine, using a gentle heat 
to assist the solution if it is found neces- 
sary. The halogen content can be ac- 
curately measured by titration of a por- 
tion of the solution with 0.1 iV' sodium 
thiosulfate, using the potassium . iodide 
solution (15 per cent) and the starch 
indicator as described in Section 9 in 
the procedure for the determination of 
the iodine number. Set aside a small 
portion of this solution while pure, and 
pass dry -chlorine into the remainder 
until the halogen content of the whole 
solution is doubled. Ordinarily, it will 
be found that by passing the chlorine 
into the main part of the solution until 
the characteristic color of free iodine has 
just been discharged, there will be a 
slight excess of chlorine, which is cor- 
rected by the addition of the requisite 
amount of the unchlorinated portion 
until all free chlorine has been destroyed. 
A slight excess of iodine does little or no 
harm, but excess of chlorine must be 
avoided. 

(e) Hanus Solution. — Dissolve 13.2 
g. of iodine in 1000 ml of glacial acetic 


acid (99.5 per cent) that will not reduCtS 
chromic acid. Add enough bromine to 
double the halogen content, determined 
by titration (3 ml of bromine is about 
the proper amount). The iodine may 
be dissolved by the aid of heat, but the 
solution should be cold when the 
bromine is added. 

(/■) Chloroform, U.S.P. 

(g) Starch Solution. — Stir up 2 to 3 
g. of potato starch or 5 g. of soluble 
starch with 100 ml. of 1 per cent salicylic 
acid solution, add 300 to 400 ml. of 
boiling water, and boil the mixture until 
the starch is practically dissolved. Di- 
lute to 1 liter. 

Qi) Potassium Iodide Solution {15 
per cent). — Dissolve 150 g. of -KI, free 
of KIO3, in distilled water and dilute to 
1000 ml. 

{i) Standard Sodium Thiosulfate Solu- 
tion. — Dissolve pure sodium thiosulfate 
in distilled water that has been well 
boiled to free it from CO 2 , in such pro- 
portion that 24.83 g. of Na 2 S 203 ' 5 H 20 
will be present in 1000 ml. of the solu- 
tion. It is best to let this solution 
stand for about two weeks before 
standardizing. Standardize with pure 
resublimed iodine.^ This solution will 
be approximately 0.1 N, and it is 
best to leave it as it is after determining 
its exact iodine value, rather than to at- 
tempt to adjust it to exactly 0.1 N 
strength. Preserve in a stock bottle 
with a guard tube filled with soda lime. 

(/) Acid Calcium Chloride Solution.— 
Saturate with CaCb a mixture of 90 
parts of water and 10 parts of HCl 
(sp. gr. 1.19). 

{k) Acetone— Kceioiie shall conform 
to the Standard Specifications for Ace- 
tone (A.S.T.M. Designation: D 329) of 
the American Society for Testing Mate- 
rials.® 

< Treadwell--HaU, Ckemistry^ Vol. II, Sixth 

edition, pp. 551 and SS3. 

5 Appears in this publication ^ see Contents in Numeric 
Sequence of A,S,T.M. Designations at front of book. 
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Preparation of Sample 

3. ThorougHy mix the laboratory 
sample by shaking, stirring, or pouring 
it from one vessel to another. Take 
the samples for the individual tests 
from this thoroughly mixed laboratory 
sample. 

Specific Gravity 

4. Use a pycnometer, accurately 
standardized and having a capacity of at 
least 25 ml, or any other equally ac- 
curate method, making the test at 15.5 
C., the specific gravity of water being 
1.000 at 15.5 C. 

Acid Number of Linseed Oil and Raw 

Tung Oil 

5. To determine the acid number of 
boiled or raw linseed oil and of raw tung 
oil, weigh from 5 to 10 g. of the sample 
and transfer to a 300-mL Erlenmeyer 
flask. Add 50 ml. of a mixture of equal 
parts by volume of 95 per cent ethyl 
alcohol and c.p. reagent benzol. (This 
mixture should be previously titrated to 
a very faint pink with diluted alkali 
solution, using phenolphthalein as an 
indicator.) Add phenolphthalein indi- 
cator, and titrate at once to a faint per- 
manent pink color with 0.2 A NaOH or 
KOH solution. Calculate the acid num- 
ber (milligrams of KOH required for 1 g. 
of the oil). 

Acid Number of Perilla Oil and Raw 

Soybean Oil 

6. To determine the acid number of 
raw or refined perilla oil and of raw soy- 
bean oil, weigh from 5 to 10 g. of the 
oil and transfer to a 300-mL Erlenmeyer 
flask. Add 50 ml. of neutral 95 per cent 
ethyl alcohol. Put a condenser loop 
inside the neck of the flask. Heat on a 
steam bath for 30 min. Cool, and add 
phenolphthalein indicator. Titrate to a 
faint permanent pink color with the 
0.2 N NaOH or KOH solution. Cal- 


culate the acid number (milligrams of 
KOH required for 1 g. of .the oil). 

Saponification Number 

7. Weigh about 2 g. of the sample in a 
300 ml. Erlenmeyer flask. Add 25 ml. 
of alcoholic NaOH or KOH solution. 
Put a condenser loop inside the neck of 
the flask and heat on the steam bath for 
1 hr. Cool, add phenolphthalein as 
indicator, and titrate with O.S N H2SO4. 
Run two blanks with the alcoholic 
NaOH or KOH solution. These should 
check within 0.1 ml. of 0.5 N H2SO4. 
From the difference between the number 
of milliliters of 0.5 N H2SO4 required for 
the blank and for the determination, 
calculate the saponification number (mil- 
ligrams of KOH required for 1 g. of the 
oil). 

Unsaponifiable Matter 

8. (a) Weigh 8 to 10 g. of the sample. 
Transfer to a 2S0-ml. long-neck flask. 
Add 5 ml. of NaOH solution (1:1) and 
50 ml. of 95 per cent ethyl alcohol. 
Put a condenser loop inside the neck of 
the flask and boil for 2 hr. Occasionally 
agitate the flask to break up the liquid, 
but do not project the liquid onto the 
sides of the flask. At the end of 2 hr., 
remove the condenser and allow the 
liquid to boil down to about 25 ml. 

(b) Transfer to a 500-ml. glass-stop- 
pered separatory funnel, rinsing with 
water. Dilute wdth water to 250 ml., 
and add 100 ml. of redistilled ether. 
Stopper and shake for 1 min. Let stand 
until the separation between the two 
layers is sharp and clear. Draw off all 
but one or two drops of the aqueous layer 
into a second 500-mL separatory fun- 
nel and repeat the process, using 60 ml. 
of ether. After thorough separation, 
draw off the aqueous solution into a 
400-mL beaker, then transfer the ether 
solution to the first separatory funnel, 
rinsing down with a little water. Return 
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the aqueous solutiott to the second sep- 
aratory fuimei and extract again with 60 
ml. of ether in a similar manner, finally 
drawing the aqueous solution into the 
beaker and rinsing the ether into the 
first separatory funnel. 

(£:) Shake the combined ether solution 
with the combined water rinsings and let 
Stand until the separation between the 
two layers is sharp and clear. Draw 
off the water and add it to the main 
aqueous solution. Shake the ether solu- 
tion with two portions of water (about 
25 ml. each). Add these to the main 
water solution. 

{d) Swirl the separatory funnel so as 
to bring the last drops of water down to 
the stopcock, and draw off until the ether 
solution just fills the bore of the stop- 
cock. Wipe out the stem of the separa- 
tory funnel with a bit of cotton on a wire. 
Draw off the ether solution (portion- 
wise if necessary) into a 250-mL flask 
and distill. While still hot, drain the 
flask into a small weighed beaker, rinsing 
with a little ether. Evaporate this 
ether, cool the beaker, and weigh. 

Note.— The unsaponifiable oil from adulter- 
ated drying oils may be volatile and as a conse- 
quence may evaporate on long heating. There- 
fore, heat the beaker on a warm plate, occasion- 
ally blowing out with a current of dry air. 
Discontinue heating as soon as the odor of 
ether is gone. 

Iodine Number, Wijs 

9. Place a small quantity of the sam- 
ple in a small weighing burette or beaker. 
Weigh accurately. Transfer, by drop- 
ping, from 0.09 to 0.15 g. of oil (0.16 to 
0.19 g. for tung oil) to a SOO-ml. bottle 
having a well-ground glass stopper, or an 
Erlenmeyer flask having a specially 
flanged neck for the iodine test. Re- 
weigh the burette or beaker and deter- 
mine the amount of sample used. Add 
10 ml. of chloroform. Whirl the bottle 
to dissolve the sample. Add 10 ml. of 


chloroform to each of two empty bottles 
like that used for the sample. Add to 
each bottle 25 ml. of the Wijs solution 
and let stand with occasional shaking 
for 1 hr. in a dark place at a temper- 
ature from 21 to 23 C. Add 10 ml. of 
the potassium iodide solution (IS per 
cent) and 100 ml. of water. Titrate with 
0.1 N sodium thiosulfate, using starch 
as an indicator. The titrations on the 
two blank tests should agree within 0.1 
ml. From the difference between the 
average of the blank titrations and the 
titration on the sample and the iodine 
value of the thiosulfate solution, calcu- 
late the iodine number of the sample 
tested. Report the iodine number in 
centigrams of iodine for 1 g. of the oil.® 

Iodine Number, Hanus 

10. Place a small quantity of the 
sample in a small weighing burette or 
beaker. Weigh accurately. Transfer, by 
dropping, about 0.15 g. (0.10 to 0.20 g.) 
intoa500-mL bottle having a well-ground 
glass stopper, or an Erlenmeyer flask hav- 
ing a specially flanged neck for the iodine 
test. Reweigh the burette or beaker 
and determine the amount of sample 
used. Add 10 ml. of chloroform. 
Whirl the bottle to dissolve the sample. 
Add 10 ml. of chloroform to each of two 
empty bottles like that used for the 
sample. Add to each bottle 25 ml. of 
the Hanus solution and let stand with 
occasional shaking for 30 min. Add 
10 ml. of the potassium iodide solution 
(15 per cent) and 100 ml. of water, and 
titrate with standard sodium thiosulfate 
using starch as indicator. The titra- 
tions on the two blank tests should agree 
within 0.1 ml. From the difference 
between the average of the blank titra- 
tions and the titration on the sample 

« In determining the iodine value of tung oil it is 
always well to include a test on a sample of tung oil of 
known iodine value. This may be kept in a dark-colored 
bottle as a reference standard. 
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and the iodine value of the thiosulfate 
solutioHj calculate the iodine number of 
the sample tested. Report the iodine 
number in centigrams of iodine for 1 g. 
of the oil. 

Loss on Heating 

11. Place 10 g. of the sample in an 
accurately weighed 200-mL Erlenmeyer 
flask (for linseed oil use a 50-mL flask), 
and weigh. Heat in an oven at a tem- 
perature between 105 and 110 C. for 
30 min. , then cool and weigh. Calculate 
the percentage loss. This determina- 
tion shall be made in a current of CO 2 
gas. 

Appearance 

12. (a) Transfer a portion of the 
sample to a clear glass tube and note 
the appearance. 

(b) In the case of perilla and raw 
tung oils, if the oil is cloudy when cold, 
it should become clear and transparent 
when heated at 65 C. for 5 min. 

Color 

13. (a) Prepare a fresh solution of 1 
g. of pure K 2 Cr 207 in 100 ml. of pure 
colorless H2SO4 (sp. gr. 1.84). Place 
the oil and colored solution in separate 
thin-walled clear-glass tubes of the same 
diameter (1 to 2 cm.) to a depth of not 
less than 2.5 cm., and compare the 
depths of color by looking transversely 
through the columns of liquid by trans- 
mitted light. 

(b) Iron- Cobalt Liquid Equivalent . — 
The iron-cobalt liquid equivalent to the 
above K 2 Cr 207 solution may be pre- 
pared as follows: Mix 29.4 ml. of solu- 
tion No. 1 with 17.6 ml. of solution No. 
2 and 53.0 ml. of solution No. 3. The 
three base solutions referred to have the 
following composition: 


Solution No. 1 : 

FeCls.6H20 5.0' g. 

HCl (2 per cent) ...... ...... 1.2 g. 

Solution No. 2 : 

C 0 CI 2 . 6 H 2 O l.Og. 

HCl (2 per cent) — ...... 3.0 g. 

Solution No. 3 : 

Aqueous solution of 


HCl (2 per cent) 

(c) Lovibond EquivalenL--Th.e' Lovi- 
bond equivalent' to the above iron-, 
cobalt solution shall be as follows: red 
17.5, yellow 120.0, and blue 0.20. 

The depth of liquid shall be lO.S mm. 

Foots 

14. (a) With all materials at a tem- 
perature between 20 and 27 C., mix by 
shaking for exactly 1 min. in a graduated 
tube 25 ml. of the well-shaken sample of 
oil, 25 ml. of acetone, and 10 ml. of the 
acid calcium chloride solution. Clamp 
the tube in a vertical position where 
settling may take place for 24 hr. The 
temperature during this period should 
be between 20 and 27 C. 

(b) At the end of the 24 hr., determine 
the volume of the stratum lying between 
the clear calcium chloride solution and 
the clear acetone and oil mixture to the 
nearest 0.1 ml. or fraction thereof. 
This volume multiplied by four ex- 
presses the amount of foots present as a 
percentage by volume. 

(c) The graduated tube referred to 
may be a burette or a color comparison 
tube. It should have an internal diam- 
eter of from 1.0 to 1.5 cm., and a 
capacity of not less than 70 ml. The 
graduations in 0.1 ml. should extend at 
least from 10 to 50 ml. above the bottom 
of the tube. 

Heated Oil Test 

15. Heat a portion of the oil to 65 C.; 
hold it within 2 C. of that temperature 
for 10 min.; then cool it to room tem- 
perature (20 to 27 C.), Subject the 



1032 


Tests foe Deying .Oils (D S55 - 41) 


sample promptly to the foots test as 
described in Section 14* 

CMlIed Oil Test 

16. Heat a portion of the oil to 65 C. ; 
hold it within 2 C. of that temperature for 

10 min. ; then place it in a dry clean bot- 
tle, stopper tightly, and place in a cracked 
ice and water mixture (0 C.) for exactly 
2 hr. At the end of this time, place the 
bottle for exactly 30 min. in a water bath 
at 25 C ; then subject promptly to the 
foots test as described in Section 14. 

Heating Test - 

17. (a) Apparatus , — The apparatus 
shall consist of the following: 

Test Tubes , — Test tubes for the oil, 
15 cm. by 16 mm., with a mark near the 
bottom to indicate 5 ml. Each tube 
shall be closed by a cork so perforated 
that a glass rod 3 mm. in diameter may 
be moved freely. The tubes shall each 
weigh 14.5 ± 2.0 g. (The purpose of 
this requirement is to control the wall 
thickness.) 

Thermometer , — ^An A.S.T.M. Tung Oil 
Thermometer graduated in Centigrade 
degrees, having a range of 240 to 310 C., 
and conforming to the requirements for 
thermometer 32C -44 as prescribed in the 
Standard Specifications for A.S.T.M. 
Thermometers (A.S.T.M. Designation; 
El).5 

(6) Procedure . — Fill a 1000-ml., tail- 
form glass beaker (19 cm. in height, 
about 9 cm. in diameter) with cottonseed 

011 or other suitable oil to a height of 
11 cm. Place the thermometer as 
shown in Fig. 1 so that the bottom will 
be level with the bottoms of the test 
tubes. The thermometer may be sus- 
pended in the bath by a wire or may be 
sealed to a glass rod as shown in Fig. 1. 

When the bath temperature is 293 C. 
(560 F.) and rising very slowly at this 


point, place the tube containing 5 ml. of 
the oil to be tested and the tube con- 
taining 5 ml of a control sample of 
known value into the large holes of the 
cover. Note the time. Remove the 
source of heat for about 45 sec. and then 



A— lOOO-mL, tail-form beaker, 9 cm. in diameter by 19 cm. 
in height. 

B— support plate about 6.5 cm. in width, made of monel 
metal, aluminum, or stainless steel. 

C — corks. 

D— test tubes 15 cm. by 16 mm. 

E-— thermometer, range 240 to 310 C. 

F — ^glass rods 3 mm. in diameter. 

G— guide to prevent cover from slipping. 

Fig, L — Apparatus For Heating Test of 
Tung Oil 


reapply. Before 2 min. have elapsed 
the temperature of the bath will have 
fallen to 282.2 C. (540 F.), at which 
point it should be kept as steady as 
possible. When the samples have been 
in the bath 9 min., raise the glass rods 
at intervals of IS sec. Note the time 
when each sample becomes fiirmly set. 
At this point the oil will be so stiff that 
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the entire tube may be lifted by aid of 
the rod. AS; setting or jellying takes 
place within a few seconds of fluidity, a 
good end point is afforded. Remove the 
samples. Heat the bath again to 293 C. 
(560 F.), and repeat the experiment with 
fresh portions of the sample. 

Note.— No stirrer is used in the. bath. A 
screen around the bath enables the temperature 
to be reached more easily. When the bath oil 
has become tarry and viscid, it should be re- 
newed; otherwise heating may be irregular. 

Quality Test^ 

18. (a) Apparatus , — ^The apparatus 
shall consist of the following: 

Casserole , — ^An ordinary vitreous 
enameled iron casserole having a bottom 
diameter of 7.5 cm. (3 in.). 

Tripod , — A wide flange tripod with a 
7.5“Cm. (34n.) opening (the object of 
the flange is to prevent superheating of 
the sides of the casserole). 

Thermometer . — ^An A.S.T.M. Low Dis- 
tillation Thermometer graduated in 
Centigrade degrees, having a range of 
0 to 300 C., and conforming to the 
requirements for thermometer 7C - 39 as 
prescribed in the Standard Specifications 
for A.S.T.M. Thermometers (A.S.T.M. 
Designation: E 1).^ 

(5) Procedure . — Put into the casserole 
150 g. of the oil and heat so that the 
temperature reaches 282.2 C. (540 F.) 
in 4 min. ± 30 sec., stirring with the 
thermometer. Turn down the flame 
and maintain the temperature as near 
282.2 dr 1 C. (540 dr 2 F.) as possible, 
stirring with the thermometer until, on 
lifting the thermometer, the oil drops 
with a pronounced string, showing that 
polymerization has started. The time 
required after reaching 282.2 rh 1 C. 
(540 dz 2 F.) until the string is noted, 
is the time of the heat test. For pure 


tung oils this will not exceed 8 min. As 
soon as the oil strings, remove the; lamp 
and the thermometer,: and stir with a 
stiff spatula until the oil is solid. After' 
stringing, a pure tung oil will require 
not over 40 sec. more to become solid. 
When solid, allow to stand exactly 
1 min., then turn out, upside down, on 
clean paper and cut at once with a 
clean spatula. 

Pure tung oil gives a gel that is dry, not 
adhering to the spatula when cut, and 
firm, crumbling under pressure of the 
spatula without sticking; and the cut 
portions should crumble under pressure 
like dry bread crumbs. Adulterated 
tung oil gives a gel that is soft, sticky, 
and which will not crumble. 

Refractive Index 

19. Use a properly standardized Abbe 
refractometer at 25 C., or any other 
equally accurate instruinent. 

Time of Drying on Glass 

20. Flow the sample over a perfectly 
clean glass plate. Place the plate in a 
vertical position in air at 30 zh 2 C. 
and a relative humidity of 32 zt 4 per 
cent. After about 2 hr., test the film 
at intervals with the finger at points not 
less than 2.5 cm. from the edges. The 
film shall be considered dry when it no 
longer adheres to the finger and does not 
rub up appreciably when the finger is 
lightly rubbed across the surface. 

Ash 

21. Weigh a porcelain crucible or dish 
and add to it from 10 to 25 ml. of the 
sample, carefully weighing the amount 
added. Place on a stone slab on the 
floor of a hood. Ignite by playing the 
flame of a burner on the surface of the 
oil and allow to burn quietly until most 
of the oil is burned off ; then transfer to a 
muffle or over a flame and continue 
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heating at a low temperature (not over a 
dull red) . until all /carbonaceous matter 
is consumed* ' Gool, weigh, and calculate 
the percentage of ash. 

Lead 

22. Dissolve the ash in diluted HNOs 
(1:3) to which a little H 2 O 2 has been 
added, and determine lead by the sulfate 
or any other equally accurate method. 


Matter Insoluble in Chloroform 

23. Dissolve 10 g. of the sample in 
sufhcient U.S.P. chloroform to obtain 
a fluid solution. ■ Filter through a dried 
and weighed Gooch crucible, wash with 
chloroform until the oil is removed, and 
dry at 105 to 110 C. Cool, weigh, and 
calculate the percentage of matter in- 
soluble in chloroform. 


Standard Methods of 
TESTING LIQUID DRIERS^ 



A»S.T.M* Designatioii: D S64 - 43 
AdopxeDj 1943.® 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 564; the final number indicates the year of original 
adoption as standard or, in the case of revision^ the year of last revision. 


Scope 

1. These methods cover the test 
procedures to be applied to liquid 
driers for use in paints and varnishes. 

Conditioning 

2. The driers shall be held at a tem- 
perature between 70 and SO F. (21 and 
27 C.) for at least 18 hr. prior to ex- 
amination. 

Physical Tests 

Appearance 

3. Examine the sample and note any 
separation, either of sediment or of 
suspended matter. 

Sediment or Suspended Matter 

4. Weigh a sample of convenient size, 
approximately 1 to 5 g. Filter through 
a Gooch crucible prepared in the usual 
manner, wash with turpentine, and dry 
at 49 C. to constant weight. 

Under tilt standardimtion procedure of the Society, 
these metliods art under, the iunsdiction of the A.S.T.M. 
Committee D-1 oa Paint, Varnish, Lacquer, and Related 
Products, . 

* Prior to adoption as standard, these methods were 
published as tentative from 1940 to 1943, being revised in 
1941 and 1943. 


Color 

5. Determine the color of the sample 
as received. Then add 1 volume of the 
sample to 9 volumes of raw linseed oil 
and determine the color. Determine 
the color by comparison with one of the 
following reference color standards: 
potassium dichromate - sulfuric acid, 
Gardner-Holdt, or Hellige-Edett. 

Nonvolatile Matter 

6. Weigh by difference L5 g. of the 
sample into the cover from a friction-top 
can. Heat at 105 to 110 C. for 3 hr., 
cool, and weigh. 

Miscibiiitj with Oil 

7. Mix 1 volume of the sample with 
19 volumes of raw linseed oil. Record 
any signs of separation or clouding. 
Then observe the mixture at 1-hr. 
intervals for 3 hr., and again after 
24 hr. 

Note. — ^I n the case of disagreement between 
the seller and the purchaser, the test for misci- 
bility with oil shall be made at 25 db 1 C. 

Drying Power 

8. Blend 1 volume; of the sample 
with 9 volumes of raw linseed oil, and 
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flow on a clean , glass plate. Place the 
.plate in a vertical position in air at 
20 to 30 C. . and a relative humidity 
of 40 to 60 per cent. Record the time 
required for the film to set to touch, which 
is the time when the oil does not stick to 
the finger or the surface is not marred 
when the finger is lightly drawn across it. 

Chemical Analysis' 

Lead 

.Procedure 

9. Weigh by difference (using a drop- 
ping bottle) about 5 g. of the sample 
into a 400-ml. beaker with cover (or 
use a homeopathic vial of the size of a 
Gardner-Holdt tube in which to weigh 
tlie sample and transfer it to the 
beaker). Heat on a hot plate until the 
solvent is removed. Add about 5 ml. 
of HNOs (sp. gr. 1.42) and 40 to SO ml. 
of H2SO4 (1:1). Evaporate to dense 
white fumes of SO 3 and continue the 
evaporation until about 5 ml. of acid 
remain. If the solution turns dark, 
add very carefully, by means of a 
dropping bottle, a few drops of HNO 3 
(sp. gr. 1.42). Repeat this process until 
the solution remains dear after evapora- 
tion to white fumes. Allow to cool, 
then add carefully a few milliliters of 
H 2 O 2 (30 per cent). Boil for 1 min., 
cool, add carefully about 100 ml. of 
distilled water, and put the solution on a 
hot plate for a few minutes to allow 
crystals to coagulate. Filter through a 
Gooch crucible, previously prepared and 
heated to constant weight. Wash with 
H 2 SO 4 (0.5 per cent), then with a little 
alcohol. Place the crucible in a muffle 
furnace and heat for 15 min. at a dull 
red heat (not over 600 C.), cool, and 
weigh as PbS 04 . Calculate the per- 
centage of lead as follows: 


Manganese 

Reagents 

10. (a) Standard Vanadyl Sulfate — 
Dissolve 12 g. of ammonium meta- 
vanadate (cMoride-free) in 400 ml. of 
, hot water. Add 10 g. of NaHSOs 
followed by 20 ml. of H2SO4 (sp. gr.- 
1,84), A clear blue ■ solution should 
result. If a precipitate forms, digest 
until dissolved. Concentrate by brisk 
boiling to remove the last traces of 
excess SO 2 , cool, and dilute to 1 liter. 
Standardize against 0.1 N KMn 04 as 
follows: In the standardization it is 
preferable to measure the permanganate 
into a 500-mL flask, dilute to 300 ml. 
with water, and acidify with 7.5 ml. 
each of H2SO4 (sp. gr. 1.84) and H3PO4 
(85 per cent). Titrate rapidly with the 
vanadium solution until the perman- 
ganate color changes to a faint pink 
color. Continue the titration drop by 
drop, allowing about 10 sec. between 
drops, until a clear yellow develops. 
Reserve the solution for use as a ref- 
erence color standard, because many 
shades of yellow are possible and there- 
fore a reference standard should always 
be used. Reduction of the measured 
permanganate followed by reoxidation 
according to the procedure does not 
yield a sufficiently permanent end point 
to serve as a color reference, because of 
slow reoxidation of manganese due to the 
presence of silver and persulfate. The 
standard vanadium solution is quite 
stable toward light and air. . 

(b) Standard Potassium Permanga- 
nate (0.1 N) . — Dissolve 3.25 g. of 
KMn04 in 1000 ml. of water. Stand- 
ardize against the National Bureau of 
Standards’ standard sample 40^; of 
sodium oxalate. 

Procedure 


Lead ner cent - ^ 

wt. of sample 


11 . (o) Weigh 10 g. of the sample into 
a 200-inl. tail-form beaker. Heat the 
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sample to a temperature just higli enough 
to evaporate most of the volatile thinner, 
avoiding' temperatures, above 200 C., 
before proceeding with the double de- 
composition described in Paragraphs 
(b) and (c). 

(b) Add 100 ml of HCl (1:4) and 5 g. 
of beeswax, then warm just below the 
boiling point, while stirring occasionally 
to aid double decomposition. The re- 
action starts immediately, but about 
1 hr. is usually required to completely 
liberate the fatty acids or whatever 
other organic acid may have been used 
in preparing the drier. The liberated 
acids rise to the surface as a clear 
yellow oily layer, while undecomposed 
particles settle to the bottom. The 
wax serves to absorb the liberated 
organic acids, and the mixture, upon 
cooling, solidifies and thereby enables 
separation by filtration. When decom- 
position is complete, thorough agitation 
is advisable so that all of the more or 
less emulsified organic acids may be 
extracted by the molten wax. Cool to 
room temperature, remove the solidified 
wax, and wash with a stream of water. 
Filter off the remaining particles of 
wax and wash to dissolve lead chloride 
(if much lead was originally present) 
and other drier metals. Make the 
filtrate distinctly ammoniacal, and pre- 
cipitate the metals with colorless ammo- 
nium monosulfide. Digest to coagulate 
the insoluble sulfides, filter, and wash 
with diluted colorless ammonium mono- 
sulfide. Reserve the filtrate for a caL 
cium determination, if desired, and 
reserve the sulfide precipitate for deter- 
mining the other metals. 

{c) Transfer the filter paper from the 
above separation, containing the sulfide 
precipitate, to a 250-ml. beaker, and 
add 10 mL of HNOs (sp. gr. 1.42) and 
5 ml. of H2SO4 (sp. gr. 1.84). Cover the 
beaker and slowly evaporate to fumes. 
Usually this treatment is sufficient to 


oxidize the organic matter, but if 
charring occurs after strong fuming, 
add a few milliliters more, of HNO3 and 
again evaporate to fumes. Wash the 
cover and sides of the beaker with water 
and evaporate to fumes. ■ Repeat to 
insure complete removal of HNO3. Add 
100 ml. of water, and digest on a hot 
plate to insure complete solution of the 
anliydrous sulfates of other metals 
that may be present. Let stand at room 
temperature several hours. Filter, 
and use the filtrate for the determination 
of manganese as described in either 
method A ox B (Paragraph {d) or (<?)). 

(d) Method To the filtrate, add 
7.5 ml. of H3PO4 (85 per cent), and 
dilute to about 150 ml. Add 10 ml. of 
0.1 N AgNOs for each 0.05 g. of man- 
ganese present, and 3 g. of ammonium 
persulfate dissolved in about IS ml. of 
water. Heat to just below the boiling 
point until a permanganate color fully 
develops. During the heating, various 
color changes may be observed: pale 
pink, brown, red, and permanganate 
color. If a brown precipitate is formed 
that does not clear by the time the 
boiling point is reached, too much 
manganese is present; if the color does 
not change beyond red, too much add 
is present. If the brown precipitate 
forms, reduce the solution with H2SO35 
dilute to volume, and aliquot; if the 
red color does not change to perman- 
ganate color, repeat the test using 
another sample. It should be remem- 
bered that 5 per cent of H2SO4 and 
5 per cent of H3PO4 should not be 
exceeded. It should also be remembered 
that prolonged heating may destroy all 
the excess persulfate and thereby cause 
low results. Remove the solution from 
the heat source just as soon as the 
permanganate color fully develops, add 
150 ml. of water, cool below 20 C., 
and titrate with the vanadium solution, 
as described for standardization (Section 
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10 («)), to the same yellow color as 
obtained in the standardization. 

(<?) Method B: (AUermiwe ). — Cool the 
filtrate in iced water ' until the tem- 
perature of the solution reaches 15 C. 
or slightly less. Now add about 2 g. of 
sodium bismuthate, allowing the beaker 
and contents to remain in the iced water 
for - at least 10 min. Add 50 ml. of 
diluted HNOs (3:97), filter through an 
asbestos pad, and wash the residue 
with cool diluted HNO3 (3:97) until 
free of permanganic acid. Add enough 
standard FeS04 solution to reduce all 
of the permanganic acid and to require 
approximately 10 ml. of KMnOi in 
the back-titration. Stir thoroughly 
until the permanganic acid is decolorized. 
Titrate at once with 0.1 N KMn04 
(Section 10 (b)) to the usual end point. 

Cariy a blank determination through 
all steps of the procedure, add the same 
amount of FeSOi as used for the sample, 
and titrate with KMn04. The differ- 
ence between the titrations of the sample 
and blank represents the KMn04 equiva- 
lent of the permanganic acid formed in 
the test. From the manganese titer of 
the K.Mn04 solution, calculate the 
amount of manganese present. 

Cobalt {Gravimetric Method) 
Reagent 

12. Nitroso-^-Naphthol Solution . — 

Dissolve 2 g. of nitroso-j(3-naphthoP 
In 50 ml of hot glacial acetic acid. 
Add SO ml. of hot water and filter. 

iSIOTE.— TMs reagent will not precipitate 
■.nickel or ^manganese. , 

Procedure ■ 

13. (a) Weigh by difference (using 
a dropping bottle) 5 g. of the sample 
into a large crucible. Ash in the usual 
manner. After complete ashing, add 5 
to 10 g. of potassium pyrosulfate 
(K2S2OT) and heat until bubbling ceases, 

® Merckxs reagent quality, approved for cobalt deter- 
mination, has been found satisfactory for this purpose. 


then with the full flame of the burner. 
'When the molten mass attains a cherry- 
red heat, swirl the crucible gently, by 
means of crucible tongs, until the con- 
tents are completely fused and homo- 
geneous. 

(5) Cool the crucible to room tem- 
perature and extract the fused mass 
with SO to 100 ml. of hot diluted H2SO4 
(1 : 99). Filter through a fine filter paper 
to remove insoluble sulfates, carbon, 
etc., and dilute to 500 ml. in a volu- 
metric flask. 

{c) To an aliquot containing approxi- 
mately SO mg. of metallic cobalt, add 10 
drops of hydrogen peroxide (30 per cent), 
1 or 2 drops of phenolphthalein indi- 
cator, and then enough 0.5 N NaOH 
to precipitate the cobalt completely and 
show an alkaline reaction with the in- 
dicator present. Add 20 ml. of glacial 
acetic add, and heat gently; then add 
1 or 2 drops of hydrogen peroxide (30 
per cent), and continue heating until 
the precipitate of Co(OH)3 is dissolved. 
Filter at this point, even though no 
insoluble matter is apparent. Dilute 
to 200 to 250 ml. with water, heat to 
gentle boiling, and add 15 ml. of a 
freshly prepared, hot solution of nitroso- 
j6-naphthoL Stir until the precipitate 
coagulates, and allow to stand for 2 hr. 
at 60 C. Filter through paper, prefer- 
abty supported by a platinum cone, and 
wash with hot diluted FI Cl (1:19), 
followed by hot water to wash out the 
free acid. Apply gentle suction, and 
suck as dry as possible. Carefully ash 
in a tared porcelain . crucible. Ignite 
for 1 hr. at 750 to 850 C., cool, and 
weigh as C03O4. 


Cobalt, per cent 


wt. ofCogOi X 73.42 
wt. of sample 


Cobalt {Electrolytic Method)' 


Apparatus 


14. The ..apparatus shall consist.., of 
suitable equipment for electrolytic anal- 



Tests eoR' Liqtob Dsiers (D 564 -43) 


1039 


ysisj of the type commerdally avail- 
able.'* 

Procedure 

15, (a) Weigh 10 g. of the sample 
into a, 200-niL beaker. ' Heat the sample 
to a temperature just high enough to 
evaporate most of the volatile thinner, 
avoiding temperatures above 200 C. 

(b) Add 100 ml of H 2 SO 4 (1:9) and 
5 g. of beeswax, then warm just below 
the boiling point, while stirring oc- 
casionally to aid double decomposition. 
The reaction starts immediately, but 
about 1 hr. is usually required to com- 
pletely liberate the fatty acids or what- 
ever other organic acid may have been 
used in preparing the drier. Cool, 
filter, and wash S times with cool diluted 
H 2 SO 4 (5 per cent). Dry and ash the 
beeswax and examine it for cobalt. 
Evaporate the filtrate to fumes. Oxidize 
the small amount of organic matter still 
retained by the solution by adding a 
few milliliters of HNO 3 (sp. gr. 1.42) 
and again evaporating to fumes. If 
charring occurs after strong fuming, 
repeat the fuming with HNO 3 . Add an 
equal volume of water and again evapo- 
rate to fumes. Repeat to insure com- 
plete removal of HNO 3 . Dilute to 
about 150 ml. and warm to dissolve the 
anhydrous cobalt sulfate. Add 2 g. 
of sodium bisulfite, 60 ml. of NH 4 OH, 
and about 0.5 ml. of hydrogen peroxide 
(30 per cent), and stir until solution is 
complete. Dilute to 225 ml. with water; 
then plate out the cobalt on a tared 
platinum electrode, using a current of 
0.3 amp. per sq. dm. When the electro- 
lyte becomes colorless, transfer about 
0.5 ml. to a small porcelain crucible, 
add a few crystals of phenylthiohydan- 

^ A type of apparatus wiiieh has been found suitable 
is that shown in the catalog of the Will Corporation, and 
.known as the “Braun Series, .'Circuit Electrolytic,, Appara- 
tus,” using platinum anodes and cathodes. The platinum 
electrodes are available from any of the usual sources and 
are of designated areas. A rotating cathode can be used, 
but its only advantage is one of speed. A suitable appa- 
ratus can be set ujp using a storage battery, a rheostat, an 
ammeter, and a binding post to hold the electrodes. 


toic acid, and evaporate. If a pink 
color develops before dryness is reached,' 
cobalt is indicated. . Continue the elec- 
trolysis for 30 min. and repeat the test. 
When no pink color develops . upon 
evaporating the. test portion to dr 3 mess 5 
the electrolysis is finished. Remove the 
electrode, wash thoroughly with a stream 
of water, then dip into fresh alcohol, 
dry, and weigh. The increase in weight- 
is due to cobalt, nickel, sulfur, and zinc 
if present (Note). 

Note. — Nickel may be disregarded unless it 
is known to be present in appreciable amounts. 
The extremely small amount present in the 
cobalt used for preparing the drier may be dis- 
regarded. Sulfur is always deposited whenever 
sulfite is added to the electrolyte, but it need not 
be determined because it has been experimentally 
found that when using the current specified 
above, 0.0030 g. of sulfur is deposited for every 
gram of metal plated out. Tins amount is 
independent of reasonable sulfite concentration, 
but does increase as the current.density increases. 
If the sulfite is not added, approximately a 
corresponding amount of oxygen (presumably) 
is deposited and complete deposition of cobalt is 
considerably prolonged. Since some driers con- 
tain zinc, it is good practice, unless zinc is 
known to be absent, to test the cobalt deposit 
as follows: Dissolve the deposit with diluted 
HNOa (1:1), add 5 ml of diluted H 2 SO 4 (1:1), 
and evaporate to fumes. Add an equal volume 
of water and again evaporate to fumes. Repeat 
to insure complete removal of HNO3. Add 50 
ml. of water and warm to dissolve the anhydrous 
cobalt sulfate. Cool to at least room tempera- 
ture. Add methyl red indicator, then NH4OH 
(1:3) drop by drop until the indicator just 
turns yellow. Back-titrate with 1 N H 2 SO 4 to 
the red color, then add 1 ml in excess. Pass 
H 2 S into the solution, and gradually dilute to 
100 ml. with water. A white precipitate indi- 
cates zinc. If present, add about 5 ml. of 
gelatin solution ( 0.02 per cent), stir well, and let 
stand at least 1 hr. Filter, and wash with cool 
water. Ash at a temperature below 800 C. 
to constant weight. The zinc oxide thus ob- 
tained may be contaminated with cobalt. The 
amount of contamination can then be determined 
colorimetricaliy by dissolving the zinc oxide 
with a measured amount of PICI (sp. gr. 1.19) 
and comparing the blue color with that obtained 
by adding known amounts of cobalt to the same 
volume of HCl. 
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Zinc 

Reagent 

:16. 'Standard : Potassium Ferrocyanide 
Solution.— Dissolve 40 g. of K 4 Fe(CN )6 
in distilled water and dilute to 1 liter. 
Allow the solution to stand for about a 
month before using. Standardize 
against pure zinc in the same manner as 
directed for the determination of zinc in 
liquid driers (Section 17), using approxi- 
mately 0.2 g. of zinc for a titration. 

Procedure 

17. (a) Weigh accurately 10 to 15 g. 
of the sample into a 250-ml. Erlenmeyer 
flask. Dilute to a volume of 50 to 70 ml. 
with petroleum spirits and shake vigor- 
ously with 15 ml. of HCl (sp. gr. 1.19) 
and 30 ml. of distilled water. Pour the 
contents of the flask into a 500-mL 
separatory funnel and drain the lower 
aqueous layer into a beaker. Repeat 
the above extractions twice, using half 
the amount of acid and water. Finally 
wash with 30 ml. of water, collecting 
the lower layers in a beaker. Dilute the 
combined aqueous layers to 500 ml. in a 
volumetric flask. 

(J) Pipette accurately 50 ml, of the 
acid solution into a beaker, dilute with 
50 ml. of water, make slightly alkaline 
with NH4OH, and then add exactly 
3 ml. of HCl (sp. gr. 1.19). Heat to 
about 80 C. and titrate with standard 
K 4 Fe(CN) 6 , using uranium nitrate solu- 
tion (10 per cent) as an external indica- 
tor. The desired end point is a brown 
tinge obtained by adding a drop of the 
titrated solution to a drop of the indi- 
cator on a white glazed tile. 

Iron 

Reagents ■ 

18. (a) Stannous Chloride Solution . — 
Dissolve 50 g. of SnCl2*2H20 in 100 ml. 


of HCr(sp. gr. 1.19) and dilute to 1000 
mi. Keep a few pieces of metallic tin: 
in the bottle. 

(&) Reinhardt Solution . — Dissolve 200 g. 
of MnS 04 - 4 H 20 in 1 liter of water and 
add to a cooled mixture of the following: 
400 mi. of H 2 SO 4 , (sp. gr. 1.84), 1200 ml. 
of water, and 400 ml. of H3PO4 (85 
per cent). 

Procedure 

19. Weigh 10 g. of the sample into a 
200-mL tail-form beaker, and add 100 
ml. of HCl (1:4). Heat the mixture to 
just below the boiling point for 1 hr., 
occasionally stirring vigorously during 
this time. By this time most, if not all, 
of the iron has been extracted. Add 
5 g. of beeswax, . stir well until the wax 
melts, and cool somewhat below the 
solidification point of the wax. Break 
up the solidified wax and filter through 
paper, catching the filtrate in a 250-mL 
volumetric flask. Wash moderately 
with cool water. Dry the w’-ax and paper, 
then carefully ash in a porcelain crucible. 
Dissolve the ash by warming with HCl 
(sp. gr. 1.19) and wash into the main 
portion. Dilute the solution to 250 ml. 
and transfer a SO-ml. aliquot to a 150-ml. 
beaker. Concentrate the 50-mL por- 
tion to about 25 ml and, while still hot, 
add stannous chloride solution drop by 
drop until colorless, then one drop in 
excess. Cool to room temperature and 
add at once 10 ml. of saturated HgCk 
solution. Let stand 15 min., stirring 
occasionally during this time. Wash 
into a large casserole. Add 25 ml. of 
Reinhardt solution and dilute with cool 
water to about 500 ml. Titrate with 
0.1 AT KMn 04 to the same shade of pink 
as obtained in a blank test made on the 
reagent. One milliliter of 0. 1 N KMnGi 
is equivalent to 0.005584 g. of iron. 
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A.S.T.M. Designation: D 479 - 40 

Adopted, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 479; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the reactivity between paint 
liquids and zinc oxide. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Balance. — Balance or scale sensi- 
tive to 1 g. 

(b) Containers. — Friction-top cans. 

(c) Spatulas. — Spatulas or suitable 
paddles. 

{d) T hermometer. — ^Thermometer grad- 
uated from 0 to 100 C. and accurate 
to 0.5 C. 

{e) Paint Mixing Equipment (Op- 
tional). — Laboratory paint mixer or 
stirrer. 

(/) Consistency Measuring Apparatus 
(Optional).— Mobilometer, viscosimeter, 
plastometer, or viscosity cup. 

Materials 

3. The following materials will be 
required: 

1 Under tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1938 to 1940. 


{a) Paint Liquid. — Varnishes, resin 
solutions, or other liquids used in the 
manufacture of paints, enamels, and 
lacquers are considered as paint liquids. 
If the viscosity of the liquid to be tested 
is such that dilution is necessary, the 
liquid reduced in a manner mutually 
agreed upon by the purchaser and the 
seller shall be used in the test. 

(6) Zinc Oxide. — A standard Green 
Seal zinc oxide or other zinc oxide mu- 
tually agreed upon by the purchaser and 
the seller. 

Procedure 

4. The zinc oxide and paint liquid in 
a ratio of 35 to 65 by weight, respec- 
tively, shall be mixed to a uniform paint. 
Usually 210 g. of zinc oxide and 390 g. 
of paint liquid are ample. The zinc 
oxide and paint liquid shall be mixed by 
alternately adding portions of the pig- 
ment and liquid. The additions shall be 
regulated so that a fairly stiff paste is 
produced. After all the pigment and 
sufficient liquid have been added to pro- 
duce a paste, the paste shall be reduced 
to a paint by gradually working in the 
remainder of the liquid. The total mix- 
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kig operation shall not take longer than 
30 min. The mixing may be done in a 
suitable container by hand with a stiff 
spatula or a paddle^ or with a suitable 
. mechanical mixer. The temperature of 
the paint shall then be brought to 25 
"zt 0.5 C. and its consistency determined 
by a method mutually agreed upon by 
the purchaser and the seller, which may 
include visual inspection with a spatula, 
or any of the usual instruments such as 
the Gardner mobilometer or the Stormer 
viscosimeter. Limits for the consistency 
of the fresh paint shall be agreed upon 
by the purchaser and the seller. The 
paint shall then be transferred to a 
friction-top can and stored under normal 
room conditions. The can shall be 
filled to within at least i in. of the top 
and the lid tightly inserted. After 24- 
hr. storage and again after S-day storage 
(Note) the paint shall be thoroughly 
mixed, brought to 25 ± 0.5 C. and the 
consistency determined, using the same 
procedure as used in determining the 
consistency of the fresh paint. 

Note. — P reliminary indications of the re- 
activity of the liquid are obtained after 24-hr. 
storage, but final decision should be made 


following the consistency detennlnation after 
the 5-day storage. By mutual agreement 
between the purchaser and the seller, any 
specific period of storage may be used. 

Grading 

S. The paint liquid shall be graded as 
nonreactive, slightly reactive, moder- 
ately reactive, or reactive, in accordance 
with the following: 

(a) Nonreactive , — If the consistency 
of the aged paint is the same or less than 
that of the fresh paint, the liquid shall 
be graded as nonreactive. 

{b) Slightly Reactive.— -li on aging the 
consistency increases slightly but not 
sufl&ciently to be of practical significance, 
the liquid shall be graded as slightly 
reactive. 

{c) Moderately Reactive . — If on aging 
the consistency definitely increases but 
the product would still be usable, the 
liquid shall be graded as moderately 
reactive. 

{d) Reactive.— li on aging the paint 
bodies objectionably, livers, or gells, the 
liquid shall be graded as reactive. The 
purchaser and the seller shall agree on 
the maximum increase in consistency 
that will be permissible. 


Standard Specifications fior 
DRY BLEACHED SHELLAC^ 



A.S.T.M. Designation: D 207 - 35 

Adopted, 1933; Revised, 1935.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 207 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover two 
grades of dry bleached shellac, namely, 
regular and refined. 

Note.— Dry bleached shellac is white shellac. 
It is known as “bone dry,” “vacdry,” or “kiin- 
dried^' bleached shellac. The refined grade is 
bleached shellac that has been treated in the 
process of manufacture so as to remove prac- 
ticafiy all wax and matter insoluble in hot 
alcohol. 

Properties 

2. Dry bleached shellac shall conform 
to the following requirements; 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to their present adoption as standard, these 
specifications were published as tentative^ from 1925 to 
1926. They were adopted in 1926, but withdrawn and 
replaced in 1930 by D 207 - 29 T which were published as 
tentative from 1929 to 1933, being revised in 1933. 


Regular Refined 


Iodine number, max 10 10 

Matter insoluble in specified 
hot solvents, max., per 

cent 1.0 0.2 

Moisture max., per cent. . . 5.0 5.0 

Wax, max., per cent 5.5 0.2 

Matter soluble in water, 

max., per cent 1.0 0.3 

Ash, max., per cent 1.0 0.5 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Sampling and Analysis of Shellac 
(A.S.T.M. Designation: D 29) of the 
American Society for Testing Materials.® 

* Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications fior 
SHELLAC VARNISHES^ 



A.S.T.M, Besignation: D 360-41 

Adopted, 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 360; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. Shellac varnish is a solution or 
“cut’ ’ of a specified grade of pure orange 
shellac or of dry bleached shellac (the 
manufactured products from the secre- 
tion of the Laccifer Lacca Kerr, with 
no other added resin, copal, or other 
adulterants) in the most commonly 
used solvent, 95 per cent (190-proof) 
specially denatured alcohol, Formula 
No. 1 of the U. S. Internal Revenue 
Bureau, or in other specified denatured 
alcohol or solvent. 

Types 

2. Shellac varnish shall be furnished 
as Orange, grades A and B, and as 
Bleached, grades ^^Regular” and “Re- 
fined.” Each type shall be furnished 
as very light, light, medium, heavy, 


1 Under tbe standardization procedure of the Society, 
these specifications are under tbe jurisdiction of the 
A.S.T.M. Committee B-l on Paint, Varnish, Lacquer, and 
Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1933 to 1934, being re- 
vised in 1934. They were adopted in 1934, published as 
standard from 1934 to 1939, but withdrawn, revised, and 
republished as tentative in 1939. 

These specifications comprise a consolidation of, and 
replace the former Standard Specifications for Shellac 
Varnish (B 359 - 35) , and for Centrifuged Shellac Varnish 
(B 360 - 34), which specifications were accordingly discon- 
tinued in 1939. 


very heavy, or extra heavy body, as 
specified, or of any other body mutually 
agreed upon by the purchaser and 
the seller. 

Color 

3. The color of shellac varnish shall 
be equal to the color of a standard 
varnish of similar concentration mu- 
tually agreed upon by the purchaser 
and the seller. 

Note.— Attention is called to the fact that 
the purchaser and the seller must agree upon one 
of the two methods for determining color ap- 
pearing in the Standard Methods of Sampling 
and Analysis of Shellac (A.S.T.M. Designation: 
D 29) of the American Society for Testing 
Materials.® 

Copal 

4. All pure shellac varnishes shall not 
contain gum copal. 

Drying Time 

5. Shellac varnish shall dry hard in 
1 hr. Shellac varnishes having a body 
greater than that for a light body 
varnish shall be thinned to the concen- 
tration of the light varnish. Special 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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conditions for^tMs test may be made by 
mutual agreement between the pur- 
chaser and the seller. 

Body 

6. The body of the respective types 
shall be based upon the percentage of 
nonvolatile matter, and shall conform 
to the following minimum requirements: 


Very light body (34b. 

cut) varnish. 

Light body (4-lb. cut) 

varnish 

Medium body (4.54b. 

cut) varnish 

Heavy body (54b. cut) 

varnish 

Very heavy body (6-ib, 

cut) varnish 

Extra heavy body 
(84b. cut) varnish. . 


Nonvolatile Matter, 
min., per cent 
Orange, Bleached, 

Grades Regular and 
A and B Refined 

28.5 28.0 

35.0 34.5 

37.5 37.0 

40.0 39.5 

44.0 43.5 

51.0 50.5 


Note. — The term ^^cut’’ is defined as the 
number of pounds of dry shellac (containing only 
that amount of moisture acceptable for proper 
cutting with the solvent to insure a satisfactory 
varnish) that were added to 1 gal. of specified 
solvent in manufacturing the varnish. 

Allowance has, therefore, been made for 2 
per cent maximum moisture and other volatile 
matter and 3 per cent insoluble matter in orange 
shellac, and for 6 per cent moisture and other 
volatile matter in bleached shellac, in arriving 
at a minimum value. Varnishes of the above 
specified bodies or ‘^cuts^’ should accordingly 


conform to the respective minimum requirements 
specified for nonvolatile matter. 

Properties 

7. The nonvolatile matter in the 
varnish shall conform to the following 
requirements; 

Orange , . Bleaclaed ' ' 
Grade A Grade B Regu- Refined 


Iodine number, max 


24.5 

lar 

10.0 

(Note) 

10,0 

Matter insoluble in speci- 
fied hot solvents, max., 
per cent 

1.0 

1.0 

1.0 

0.2 

Wax, max., per cent 

5.5 

5.5 

s.s 

0.2 

Ash, max., per cent 

0.3 

0.3 

1.0 

O.S 


Note. — Refined bleached shellac varnish is 
not centrifuged but, in commercial practice, is 
clarified by settling or filter pressing with or 
without the addition of oxalic acid or other 
coagulating precipitating medium; therefore, this 
product, known in the trade as White French 
Varnish, is practically free of wax, alcohol in- 
soluble matter, and ash. 

Packing and Marking 

8. Shellac varnish shall be delivered 
in standard commercial containers. 
Each container shall be marked 
‘^pure.’' 

Methods of Testing 

9. The sampling and methods of 
testing shall be conducted in accordance 
with the Standard Methods of Sampling 
and Analysis of Shellac (A.S.T.M. Desig- 
nation: D 29) of the American Society 
for Testing Materials.® 



Standard Methods of 

SAMPLING AND ANALYSIS OF SHELLAC^ 



A.S.T.M. Designation: D 29 - 40 
Adopted, 1917; Revised, 1924, 1925, 1928, 1933, 1939, 1940A 


TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 29; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the pro- 
cedures for sampling and analyzing dry 
shellac and shellac varnish. 

DRY SHELLAC 
Sampling 

Orange Shellac 

2. [a) Only original packages of shel- 
lac shall be sampled. Samples, prefer- 
ably from not less than 10 per cent of the 
lot, shall be drawn either by hand or by 
means of a suitable tryer. 

(5) free Shellac , — In sampling ^Tree’^ 
shellac, approximately double handfuls 
shall be taken from each bag of shellac 
selected for sampling. The total amoimt 
of shellac taken shall then be reduced by 
quartering to 2 lb. After quartering, 
lie 2-lb. sample of sheUac shall be 
ground so that ICX) per cent will pass a 
No. 20 (840-micron) sieve. This 20- 


1 Under the standardization procedure of the Society, 
these methods are nnder the jurisdiction of the A.S.T.M. 
Committee D-l on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, these methods were 
published as tentative from 1914 to 1917. being revised in 
1915andl916. ' ' • 


mesh ground shellac shall again be 
quartered to 0.5 lb., and this quantity 
shall be ground so that 100 per cent will 
pass a No. 40 (420-micron) sieve and 
then thoroughly rolled. One half of this 
sample shall be reserved by the pur- 
chaser and the other half used for the 
analysis. 

(c) Blocky or Matted Shellac , — In 
sampling ^ilocky” or ‘‘matted” (hard) 
shellac, approximately 1 lb. shall be 
taken from each bag selected for sam- 
pling. The total amount of shellac 
taken shall be ground to pass a J-in. 
sieve and then reduced by quartering to 
2 lb. After quartering, the 2-lb. sample 
of shellac shall be ground so that 100 per 
cent will pass a No. 20 (840-micron) 
sieve. This 20-mesh ground shellac 
shall again be quartered to 0.5 lb., and 
this quantity shall be ground so that 
100 per cent will pass a No. 40 (420- 
micron) sieve and then thoroughly rolled. 
One half of this sample shall be reserved 
by the purchaser and the other half used 
for analysis. 

Bleached Shellac 

3, Bom-dry Shellac,— '(a) Only orig- 
inal, unopened barrels shall be sampled. 


The Tentative Method of Test for Color of Orange 
Shellac (A.S.T.M. Designation: D 29 - 41 T), see p. 1569, 
is in effect a tentative revision of, and is intended to be 
incorporated, when adopted, in these methods. 
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(J) Samples shall be taken either with 
a scoop or grain sampler from different 
parts of each barrel directly after the 
barrels are opened or bored, from 20 per' 
cent of any lot, but from not less than 
two barrels in a lot. 

(<;) These samples taken from each 
barrel shall amount to approximately 1 
lb., and the composite sample from all 
the barrels shall then be well mixed and 
where larger than 3 lb. shall be reduced 
by quartering to a sample of this size. 
This sample shall then be divided into 
two equal portions and placed in two 
dean, dry quart jars or cans with tight 
caps or tops. The jars or cans shall be 
filled and the tops then sealed vdth 
paraffin wax or beeswax. 

(d) The sample of shellac when re- 
ceived by the analyst shall then be 
ground to entirely pass a No. 20 (840- 
micron) sieve, placed in a tightly 
stoppered container, and thoroughly 
mixed by shaking the closed container 
so as to avoid possible loss of moisture. 
The necessary determinations on the 
sample shall be made with as little delay 
as possible. 

(e) If the shellac in the barrels is 
blocked or run together, samples aggre- 
gating at least 1 lb. shall be chopped or 
chiseled from different parts of each 
barrel and the composite sample from 
all barrels shall be quickly crushed to 
lumps about 1 in. square and smaller. 
This shall then be well mixed and where 
the amount is larger than 3 lb. reduced 
by quartering to a sample of approxi- 
mately this size. This sample shall 
then be divided and sealed as described 
in Paragraph (<;). 

(/) The following information shall be 
legibly marked on a label attached to 
each samplerThe date of sampling, the 
number of barrels sampled, the total 
number of barrels in the lot, the condi- 
tion of the barrels and contents, the 
manufacturer’s name, and the lot or 
code numbers of the barrels. 


(g) One of the samples ' shall be 
forwarded immediately to an official 
analyst, or to the seller; the other shal 
be retained intact in, a cool, dry place 
for further disposition. 

(k) Hanks or Bars.- — Two or- more 
hanks or bars shall be selected from each 
barrel to be sampled and the samples 
shall be prepared from the hanks or bars 
so selected the same as for bone-dry 
shellac as described in Paragraph (e). 



Weighing Bottle 
’40tlmrr7, 

Extraction Cartridge 


ZZtQ.5ivm. mide dhm. 

I E holes 5mm, diam. 

• . ^ 
y/ 

Siphon tube 


ES tlmm. 


5 to 5.5mm. inside dim. 
^_5E^/mm. 

■ inside diam. 

Fitter Tube 


Ifo 1.5mm. 
'outside diam. 


Fig. 1. — Extraction Apparatus for Insoluble 
Matter Test, Method A. 


(f) Crushed or Ground.— Civ&lit A or 
ground shellac shall be sampled the same 
as for bone-dry shellac as described in 
Paragraphs (a) to (d). 

Insoluble Matter 

A. For Orange^ Button, Seed, and Regu- 
lar Bleached Shellac. 

Solvent Required " ' 

4. 95 per cent Alcohok — Specially de- 
natured, 95 per cent alcohol; Formula 
No. 1 or. No. 30 of the U. S. Internal 
Revenue Bureau. 


IMS 
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Apparatus. 

, ,5. The apparatus (Figs. 1 and 2), shall 
consist of the, following': 

(а) Condenser.— K 200 d= 6 mm., four- 
bulb, glass condenser (Allihn type) with 
stem 76 db 3 mm. in length and 11 ± 1 
mm. in inside diameter. The stem shall 
have two holes, 3 mm. in diameter and 
13 ± 2 mm. from the tip, for a wire. 
The tip shall be cut at an angle of 45 deg. 

(б) Siphon Tube. — A Knoefler-type 
glass siphon tube 32 db 0.5 mm., in inside 
diameter, and 52 ± 1 mm. from top of 
the side tube bend to the top of the 
three indentations on the bottom for 
supporting the extraction cartridge. 
The over-all height shall be 95 db 1 mm. 


support with iron clamp and nichrome 
or iron gauze is required. The gauze 
shall contain. no asbestos covering., 

{d) Filter Tube. — A carbon filter, tube 
32 ± 1 mm. in inside diameter, with a 
light spiral spring on the bottom to hold 
up the extraction cartridge. The stem 
of the filter tube shall be fitted wdth a 
No. 6 rubber stopper and firmly held in 
a hot- water bath. 

(e) Extraction Extrac- 

tion cartridges 26 dz 1 mm. in diameter 
and 60 db 1 mm. in height (Schleicher & 
Schull No. 603 or equivalent). 

{f) Weighing Bottle. — A glass-stop- 
pered weighing bottle 80 dz 1 mm. in 
height and 40 dz 1 mm. in diameter. 


■dOOmmr 


r 


! 

j L .. ^ 

I 

1 

ri J 

1 1 ( 

J \ 

I 

-4r 

^ ~'^25 i/mm. inside diam. 

^ No. 6 robber stopper 


Fig. 2. — Hot-Water Bath for Insoluble Matter Test, Method A. 


The siphon tube shall have two holes 
near the top for a wire to be fastened to 
a condenser tip, leaving about 6 mm. 
space between the top of the tube and 
the tip. The side discharge tube shall 
be 3 to 3.5 mm. in inside diameter. 

(c) Flask. — A heat-resistant glass, ^ 
wide-mouth Erlenmeyer flask 176 db 3 
mm. in height and 48 zb 1.5 mm. in 
inside diameter at the top. The flask 
shall have a tight-fitting cork 25 mm. in 
depth and bored to fit the stem of the 
condenser. The bottom of the cork 
shall be just above the holes for the wire. 
To support the flask a suitable ring 


(g) Hot-Water Bath. — A hot- water 
bath made of 26-oz. copper, 30 cm. in 
length, 10 cm. in' width, and 7.5 cm. in 
depth, with cover 1.3 cm. deep (Fig. 2). 
The cover shall have a flanged hole 57 dz 
1 mm. in diameter for a 200-mL beaker, 
also a hole 35 dz 1 mm. in diameter 
through which the filter tube top pro- 
jects. Directly below this hole, in the 
bottom of the bath, shall be a flanged 
hole 25 zb 1 mm. in diameter to hold 
the No. 6 rubber stopper through which 
the stem of the filter tube extends to 
discharge into the bottle or flask. The 
hot-water bath shall be mounted on a 
low iron tripod or stand. 


* Pyrex glass is very satisfactory for this purpose. 
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{h) Gas A low-form adjust- 

able. bunsen , burner, carrying a draft 
shield by means of a star chimney 
support. 

Preparation of Extraction Cartridge 

6. Place 125 ml. of 95 per cent alcohol 
in the flask and a new extraction car- 
tridge in the siphon tube. Connect to 
the condenser, making sure there is an 
ample flow of cold water through the 
condenser. Adjust the flame of the 
burner so as to give a cycle of filling and 
emptying in the siphon tube every 2 min., 
and extract for 30 min. Dry the car- 
tridge in an air bath at 105 C. At the 
end of 2 hr., weigh in a weighing bottle, 
lifting the stopper momentarily before 
weighing. Continue drying, weighing as 
before after each hour of drying, until 
the loss in weight between successive 
weighings does not exceed 2 mg. A num- 
ber of cartridges may be extracted and 
kept m weighing bottles or a desiccator 
until required. New cartridges only shall 
be used. 

Procedure 

7. Before analysis, thoroughly mix 
and roll the shellac in order to insure 
uniformity of the sample (Note 1). 
Weigh to the nearest 1 mg. a 5-g. ± 1- 
mg. sample taken directly from the 
mixing sheet, and place in a 200-mL taU- 
form, lipped beaker; add 125 ml. of 95 
per cent alcohol, and place in the hot- 
water bath (Fig. 2). Boil the solution 
vigorously for 30 min. to insure complete 
solution of the shellac and wax; keep the 
volume of alcohol constant. Meanwhile 
place an extracted, weighed cartridge in 
the filter tube. The hot water around 
the tube must be maintained at not less 
than 90 C. Wet the cartridge with hot 
alcohol, ..and decant ' the boiling, alcohol- 
shellac, solutio.n into the^ warm, cartridge 
until the beaker is nearly empty. Wash 
the remaining' solution and insoluble 


matter into the cartridge, using a ■ 
^'policeman’^ if necessary, with successive 
portions of very hot 95 per cent alcohol. 
Finally, wash the cartridge from- the top 
down. A complete washing will require 
at least 75 ml. of hot alcohol. Transfer 
.the cartridge with insoluble matter to 
the extraction apparatus, and extract 
with 125 ml. of boiling 9S per cent; 
alcohol for exactly 1 hr. (Note 2). 
Adjust the bunsen burner so that a 
complete filling and emptying of the 
siphon tube with hot alcohol requires 
2 min. or 30 cycles per hour (Note 3). 
The condenser shall always have an 
ample flow of cold water so that the 
alcohol can be promptly condensed and 
returned to the flask. (The apparatus 
shall be guarded from draft.) Remove 
the cartridge, drain in an upright posi- 
tion, and dry in an air bath at 105 C. 
At the end of 2 hr. weigh in the weighing 
bottle, lifting the stopper momentarily 
to break the vacuum before weighing. 
Continue drying, weighing as before 
after each hour of drying, until the loss 
in weight between successive weighings 
does not exceed 2 mg. From the weight 
of the residue and the weight of the 
sample calculate the percentage of 
insoluble matter. 

Note 1. — When the determination of matter 
insoluble in hot alcohol is required for hanks, 
bars, or ground bleached shellac, the sample 
shall be dried to less than 6 per cent moisture 
by drying overnight at room temperature. The 
sample shall be exposed in a thin layer and 
loosely covered to prevent the addition of dust. 

Note 2. — During the 1-hr. extraction, all 
the remaining soluble matter should be extracted 
by the boiling alcohol, leaving in the cartridge 
all the insoluble matter. 

Note 3. — Occasionally, lacs, including 
bleached shellacs, are encountered which will 
not yield the required 30 siphons per hour due to 
slow filtration. In these instances the extrac- 
tion shall be continued until 30 siphons have 
occurred and shall be reported as ‘‘abnormaF' 
or slow filtering. 
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B. For all Grades of Shellac, Including 
Refined Bleached Shellac^ 

Soi¥eiit 'Required ' 

Normal Butyl Alcohol. — A 98 to 
99 per cent normal butyl alcohol or 98 
to 99 per cent ethylene glycol monoethyl 
ether (beta ethoxy ethyl alcohol) con- 
forming to the requirements of the 
Standard Specifications for Butanol 
(Normal Butyl Alcohol) (A.S.T.M. Des- 
ignation: D 304)® or the Standard 
Specifications for Ethylene Glycol Mono- 
ethyl Ether (A.S.T.M. Designation: 
D 331) of the American Society for 
Testing Materials.® 



Fig. 3 . — Apparatus for Insoluble Matter Test, 
Method B. 


Apparatus 

9. The apparatus (Fig. 3) shall consist 
of the following: 

(a) Crucible. — A Jena glass-filter cru- 
cible having a capacity of 30 ml. with a 
fritted-glass filter disk having a thickness 
of 3 mm. and a porosity of 5 to 7 (aver- 
age diameter of pores 35 fx to 40 jx). 

(b) Filter Tube. — ^A carbon filter tube 
made of heat-resistant glass® to fit the 
crucible. 


^ ,G. C. Hartmam, “Determination of Insoluble Matter 
in Shellac,” U. S. Bureau ®f Standards Jmrml of Research. 
Vol. 7, No. 6,^ p. 1105 (1931). 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.TM. Designations at front of book. 


(c) Heating Coil.— A heating coil 
made of 3-mm. diameter copper tubing 
of such size and shape that the filter 
crucible and the large part of the carbon 
tube will fit snugly within it. The 
outside shall be insulated with sheet 
asbestos. 

Preparation of Filtering Unit 

10. Cut a disk of filter paper (What- 
man No. 41 or equivalent) to fit inside 
the crucible and place it on top of the 
glass filter. Introduce upon the filter 
paper, in the customary manner, an 
asbestos mat approximately 3 mm. in 
thickness. Dry the crucible to constant 
weight at 105 to 110 C. and cool in a 
desiccator. Weigh the prepared crucible 
and place it within the carbon tube, using 
thin rubber tubing to form an airtight 
connection. Place the combined filter- 
ing unit within the heating unit, attach 
to a suction flask, and pass a current of 
steam through the coil. 

Procedure 

11. Weigh to the nearest 1 mg. a 5-g. 
dz 100-mg. sample of the dry shellac 
(Note 1) into a 200-mL beaker. Add 
75 ml. of the solvent and bring the solu- 
tion to boiling on an electric stove. 
Keep the solution boiling slowly for 5 
min. to insure complete solution. Pour 
about 10 ml of the boiling solvent from 
a wash bottle into the heated crucible. 
Apply gentle suction and immediately 
pour the boiling shellac solution into the 
crucible in such a manner as to retain as 
much as possible of the insoluble residue 
in the beaker. Wash the insoluble residue 
successively with three 20-mL portions of 
the solvent, boiling the solution on the 
electric stove for about 1 min. before 
each ' filtration. Finally, ' transfer' the 
residue from the beaker to, the 'crucible 
with a stream of the boiling solvent from 
a wash bottle, using a “policeman^^when 
necessary. Wash,' down" the inner walls 
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of the crucible with the boiling solvent. ' 
The total volume of the solvent used 
shall be approximately 175 ml It is 
advisable to keep the crucible cohered 
with a small watch glass at all times, 
except when actually transferring the 
solution from the beaker to the crucible, 
or when washing down the inside walls ■ 
of the crucible. By this procedure a 
higher temperature is maintained within 
the crucible. Allow the crucible to 
remain inside the heating coil with the 
suction on'' for a few minutes, so as to 
suck it as dry as possible. Remove the . 
crucible, wash the outside : with ' boiling 
solvent, and dry it, in an oven at 105 to ' 
110 G. for Thr., cool in a desiccator, and 
weigh. From the weight of the residue 
and the weight of the sample calculate 
the percentage of insoluble matter. 

Note 1.— For refined bleached ' shellac and 
other shellacs having a very low percentage of 
insoluble matter, a 10 to 20-g. sample shall be 
taken. 

Note 2.- — The insoluble matter can be easily 
removed together with the asbestos mat and 
filter paper. The crucible may be used several 
times ■ without further,, cleaning. When addi- 
tional cleaning is necessary it may be easily 
accomplished by immersing the crucible in a 
hot mixture of sulfuric and nitric acids for a few 
minutes. 

Iodine Number 
Special Solutions Required 

12. (a) Acetic Acid. — Glacial acetic 
acid (99 per cent) having a melting point 
of '14.8 C. and free from reducing impuri- 
ties. If these ■ requirements are not 
complied with the results of the iodine- 
number determination will be erratic. 
Determine the melting point and test 
the acetic acid for reducing impurities 
as follows: 

Melting Point Detefmination.'---Pi]\ a 
6-in. test tube about two-thirds full of 
the acetic acid and insert into the acid 
an accurate thermometer (Note) by 
means of a cork stopper fitting the test 


tube. The amount of acid should be at 
least double the' quantity required to :■ 
cover the bulb of the thermometer when 
the bottom of the latter is | in. from- the: 
bottom of a test tube. Suspend this ' 
tube within, a larger test tube by - means 
of a cork. Cool the acid by immersing 
the assembly in ice water until the 
temperature is 10 C., then withdraw the 
assembly from the ice water and stir the 
acid rather vigorously for a’ few mo- 
ments, thus, causing the supercooled' 
liquid to crystallize partially and give a ' 
mixture of liquid and solid ' acid. ' Take, 
thermometer readings every IS sec. and - 
consider as the true melting point, that' 
temperature at which the reading re-. 
mains constant for at least 2 min. 

Note.— An engraved stem thermometer 
calibrated between 10 and 65 C. in 0.1 C. 
intervals and with the 0 C. point marked on the 
stem is recommended. The thermometer 
shall have an auxiliary reservoir at the upper 
end, a length of about 37 cm., and a diameter of 
about 6 mm. It is recommended that the 
thermometer be certified by the National 
Bureau of Standards. A suitable thermometer 
is that used for the titer test.® 

Test for Reducing Impurities {Po- 
tassium Permanganate Tex/).’’— Dilute 2 
ml. of the acetic acid with 10 ml. of 
distilled water and 0.1 ml. of 0.1 N 
KMn04 solution and maintain at 24 d= 

3 C. At the end of 2 hr. the pink color 
shall not be discharged. 

(5) Wijs Iodine Momchloride Solu- 
tion— DmsolvQ 13 g. of iodine in a liter 
of the acetic acid, using gentle heat if 
necessary, determining the strength by 
titration with thiosulfate. Set aside 50 
to 100 ml. of the solution and introduce 
dry chlorine gas into the remainder until 
the characteristic color change occurs, 
and the halogen content has been nearly 
doubled as ascertained by titration. If 


® Standard Specifications for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E 1), seep. 1220. 

’ Indusirml and Engineering Chemistry^ No . 18, p. 637, 
June, 1926, 
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the halogen content has been more than 
doubled, reduce it by adding the.requi-' 
site quantity of the iodine - acetic acid 
solution. A. slight excess of iodine does 
no harm but an excess of chlorine shall 
be avoided., 

' Note !.■ — Example. — If the titration of 
20 mi. of original iodine - acetic acid solution 
required 22 ml. of 0,1 N thiosuKate, 20 ml. of 
the finished Wijs solution should require between 
43 and 44 ml. of the thiosulfate solution. 

Note 2. — The Wijs solution should be tested 
against an orange shellac the iodine number of 
which is accurately known.^ The iodine number 
thus obtained should be within plus or minus 
0.5 of the known iodine number. 

{c) Chloroform.— V, S. P. grade, ace- 
tone-free. 

(d) Standard Sodium Thiosulfate Solu- 
tion . — Dissolve pure sodium thiosulfate 
in distilled water that has been well 
boiled to free it from carbon dioxide, in 
the proportion so that 24,83 g. of 
Na2S203*5H20 will be present in 1000 
ml. of the solution. It is best to let this 
solution stand for about two weeks be- 
fore standardizing. Standardize with 
pure resublimed iodine or potassium bi- 
iodate.® This solution will be ap- 
proximately 0.1 N and it is best to 
leave it as it is after determining its 
exact iodine value, rather than to at- 
tempt to adjust it to exactly 0.1 N 
strength. Preserve in a stock bottle 
with a guard tube filled with soda lime. 

(e) Starch Solution}^— Moke a paste 
of 0.2 g. of soluble (potato) starch in 
cold water and pour into 100 ml. of boil- 
ing water, boil for 5 min,, cool, and bottle. 

(f) Potassium Iodide Solution.— Vxe- 
pare fresh by dissolving 10 g. of KI, free 
from iodate, in 90 ml. of distilled water. 

Procedure 

13. (a) Introduce a 0.2-g. sample 
(Notes 1 and 2) of finely-ground shellac 

* Standard samples of pure orange skellac, rosin-free, 
of accurately known iodine number may be purchased from 
the Secretary of the U. S. Shellac Importers’ Assn., 155 
John St., New York City. 

» “Analytical Chemistry,” Treadwell and Hall, Vol. II, 
Sixth Edition, pp. 551 and 553. 

M Editorially revised in 1941. 


into a 2S0-mI., dry, clear glass bottle 
having a ground-glass stopper. Add 20 
ml. of glacial acetic acid and twirl the 
bottle gently on top of a hot- water bath 
at 65 to 70 C. until solution is complete, 
except for the wax. This should not 
require more than IS min. A pure 
shellac is' rather diflScultly soluble; solu- 
tion is quicker according tO' the percent- 
age, of rosin present. Add 10 ml. of 
acetone-free chloroform and cool the 
solution to from 21.S to 22.5 C. Allow 
the bottle to stand for at least 30 min. 
half immersed in a shallow pan of water 
at a temperature of 21.5 to 22.5 C., well 
insulated or equipped with a suitable 
thermostat, before adding the Wijs 
solution. Add 20 ml of the Wijs solu- 
tion (Note 3), which shall be at a 
temperature of 21.5 to 22.5 C., from a 
pipette having a rather small delivery 
aperture (about 30 sec.). Close the 
bottle, place it again into the pan of 
water, and note the time. The bottle 
shall be kept half immersed in water 
at from 21.5 to 22.5 C. during the 
hour that the shellac is exposed to the 
Wijs solution. Twirl the bottle occa- 
sionally during the hour. After exactly 
1 hr., add 10 ml. of freshly prepared Kl 
solution, washing into the bottle any 
Wijs solution on the stopper with the 
same. Titrate the solution immediately 
with about 25 to 30 ml. of the 0.1 N 
Na2S203, allow the solution to run in 
rapidly, and shake vigorously until the 
solution becomes a straw color. Now 
add 15 ml. of freshly prepared starch 
solution and slowly finish titrating. The 
end point is sharp; disregard any color 
returning after about 30 sec. 

(6) Blank . — Run a blank determina- 
tion on the reagents at the same time. 
The . blank is necessary because ' of the 
well known effect of temperature changes 
on the volume, and possible loss of 
strength of the Wijs solution. 

(cr) Standard SheUa^.^—Wi^k 
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of tests, run a' determination on a sample 
of pure shellac of known iodine value. 

Note 1.-— In tlie case of grossly adulterated 
samples, or in the testing of pure rosin, it is 
necessary to use, instead of 0.2 g. of material, a ■ 
smaller quantity (0.15 or 0.1 g.) in order that the 
excess of iodine monochloride may not be too 
greatly reduced since the excess of halogen is 
one of the factors in determining the amount of 
absorption. In case less than 25 ml. of the 
NagSgOs is required, another test shall be made, 
using a smaller quantity of the shellac. 

Note 2,-— In weighing shellac, some difficulty 
is at times experienced on account of its electri- 
cal properties. In very dry weather it may be 
found that the necessary handling to prepare it 
for weighing has electrified it, and that it may 
be necessary to leave it in the balance pan at 
rest for a few minutes before determining the 
weight. 

Note 3. — ^If a number of samples are being 
run, at least 5 min. shall be allowed between 
the additions of the Wijs solution. 

Calculation 

14. The iodine number of the sample 
of shellac tested shall be calculated from 
the difference between the blank titra- 
tion and the titration of the sample, and 
the iodine value of the Na 2 S 203 solution. 
(Iodine number is given in centigrams 
of iodine to 1 g. of sample.) 

Purity 

Rosin 

15. Qualitative Test for Rosin. — Add 
20 ml. of absolute alcohol or glacial 
acetic acid (melting point 13 to IS C.) 
to 2 g. of the shellac and thoroughly 
dissolve. Add 100 ml. of petroleum 
ether and mix thoroughly. Add ap- 
proximately 2 liters of water and sepa- 
rate a portion of the ether layer (at 
least 50 ml.) and filter if cloudy. 
Evaporate the petroleum ether and 
test the residue with the Halphen-Hicks 
■ reagent^^ as follows: ^ : 

Solution A. —One part by volume of 

^ Industrial and Engineering Chemislry, Vol. 3, p. 86 
(1911). 


phenol dissolved in two parts by volume 
of carbon tetrachloride. 

Solution B. — One part by volume of 
bromine dissolved in four parts by 
volume of carbon tetrachloride. 

Add 1 to 2 ml. of Solution' A to residue 
left after evaporation of the petroleum' 
ether solution and pour this mixture into 
a cavity of an ordinary porcelain color- 
reaction plate until it just fills the de- 
pression. Immediately fill an adjacent 
cavity with Solution B. Cover the 
plate with an inverted watch glass and 
note the color, if any, produced in the 
former solution by the action of the 
bromine vapors from Solution B. A 
decided purple or deep indigo blue color 
is an indication of the presence of rosin. 

Copal 

16, Qualitative Test for Copal . — -Make 
an approximately 35 per cent solution of 
the shellac in 95 per cent denatured 
alcohol, then filter. To 10 ml. of this 
filtrate in a large test tube (6 by | in.), 
add 99 per cent methyl alcohol to nearly 
fill the tube, and mix thoroughly. The 
formation of a precipitate after standing 
is an indication of copal. Shellac free 
from copal should remain clear. 

Estimation of Adulterant 

17. Since the variation between the 
highest and lowest iodine numbers of a 
pure shellac is not great, it is recom- 
mended that the following assumptions 
(Note) be made: 

Assumed ^ . 

Iodine 

Number 

Rosin-free and copal-free orange shellac 18 
Rosin -free and copal-free bleached 


shellac 10 

Rosin, .. . . . 228 

Copal ......... 130 


;The percentages of adulterants shall 
be calculated as follows: 

Percentage of rosin ^ _ 
in orange shellac « - — _ x 100 
228-: 18 
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Percentage of rosm ' ^ _ jq 

. In bleaciied shellac. «= — — ~ X 100 

m2o “• 10 

Percentage of copal — ig 

in orange shellac ~ — ~ ^ X 100 
loO lo 

Percentage of copal a; — 10 

in bleached shellac = — — — r X 100 
130 - 10 

where: 

- X ^ iodine number of the sample 
under test, determined in accord- 
ance with Sections 13 and 14. 

Note. — The results obtained by assuming 
the values of 18 and 10 as the iodine number of 
orange and bleached shellac, respectively, and 
228 as the iodine number of rosin may give a 
slightly lower percentage of rosin, under some 
circumstances, than that which is actually 
present. 

Moisture 

Procedure 

18. (a) Orange Shellac and Dry- 
Bleached Shellac * — Weigh a sample of 5 
g. in a flat-bottomed dish about 4 in. in 
diameter and place the dish in a well- 
ventilated gas or electric oven for at 
least d hr. at 41 rb 2 C. Cool in a desic- 
cator and weigh. Continue heating to 
constant weight. 

Note, — Dry-bleached shellac is also termed 
“bone-dry,” “kiln-dry,” or “vac-dry” bleached 
shellac. 

(5) Banks and Ground- Bleached Shel- 
lac — a S-g. sample in a flat- 
bottomed dish about 4 in. in diameter 
and dry in a desiccator over H 2 SO 4 for 
at least 12 hr. Place the dish in a well- 
ventilated gas or electric oven for at 
least 6 hr. at 41 db 2 C., cool in a desic- 
cator, d-nd weigh. Continue heating to 
constant weight. 

Note. — Average commercial orange shellac 
contains not more than 2 per cent of moisture. 
Average commercial regular dry-bleached and 
dry-refined bleached shellac contain not more 
than 6 per cent of moisture. Average com- 


mercial regular and refined bleached shellac In 
the form of hanks or bars, or ground bleached 
contain not more than 25 per cent of moisture. 


Solvents Required 

19. (a) 95 per cent Alcohol 
denatured, 190-proof alcohol; Formula 
No. 1 or No. 30 of the U. S. Internal 
Revenue Bureau. 

(6) Chloroform— TKis solvent shall be 
redistilled before using as it must not 
leave a nonvolatile residue. 

{c) Filter Cel— The filter cel shall be 
extracted with the chloroform before 
using. 

Note. — Average commercial orange and 
dry-bleached shellac will contain about 4 to 5.5 
per cent of wax. Average commercial dry- 
bleached refined shellac will be practically free 
from wax. 

Procedure 

20. Dissolve 10 g. of shellac and 2.5 g. 
of NaaCOa in 150 ml. of hot water. 
Make the solution in a 200-niL tail-form 
beaker; immerse the beaker in a steam 
or boiling-water bath and stir until the 
shellac is in solution. Then cover with a 
watch glass and allow to remain in the 
bath for 2 to 3 hr. more without agita- 
tion. Remove the beaker from the bath 
and place it in cold water. The wax will 
come to the top where it will solidify 
as a layer or float as small hard particles 
according to the amount of wax present 
in the lac. Filter the solution through a 
12-cm. folded filter paper or a Btichner 
funnel {2\ or in. in inside diameter). 
Cover the bottom of the Buchner fuimel 
with a disk of filter paper, mix 1 g. of 
filter cel with water, and pour onto the 
filter. Add 0.5 g. of filter cel to the 
solution, and filter with the aid of a 
vacuum. After washing out the soluble 
shellac, pour on a few milliliters of alco- 
hol to facilitate drying. Dry at a 
temperature of 40 rt 2 C. , wrap in a 


Wax 


loss 
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filter paper, tie or bind with thin copper ' 
wire, and extract in a suitable continuous 
extraction apparatus with chloroform 
for 2 hr. Dry the wax at 105 C. to 
within 10 mg. of constant weight. 

' Orpiment in' Orange Shellac 
Apparatus 

21. (a) A jacketed glass funnel. 

(b) A Kipp generator or its equivalent 

for a steady supply of hydrogen sulfide. 

Special 'Solution Required 

22. Specially Denatured Alcohol (either 
No. 1 or No. 30). 

Procedure 

• 23. {a) Weigh exactly 50 g. of the 
thoroughly rolled 25-mesh sample, trans- 
fer to a 500-mL round bottom flask, add 
450 ml. of specially denatured alcohol 
(either No. 1 or No. 30), and clamp the 
flask securely in a hot water bath. Al- 
low to come to a gentle boil and com- 
plete solution of the shellac. Remove 
from bath and wait just long enough to 
permit settlement of the bulk of the 
insoluble matter, and filter through a 
12.5-cm. No. 40 Whatman paper, or its 
equivalent, placed in either a funnel 
about which has been wound a coil of 
copper or tin tubing through which 
steam is passed to heat it, or preferably 
a jacketed glass funnel. For speedy 
filtration, it is absolutely imperative 
that both funnel and contents be kept 
hot, otherwise the wax will congeal and 
clog the paper. Keep a watch glass 
over the funnel when not pouring into 
it. Do not pour off too close from the 
insoluble residue, but wash flask and 
paper by four successive treatments with 
SO ml. of the boiling alcohol, pouring 
the alcohol over all surfaces of the paper. 
Finally, wash the paper with 50 ml. of 
the boiling alcohol, and, when it has nm 
through, remove the watch glass and 


allow, steam to flow for a few minutes in 
order to drive out most of the alcohol. 
Change' the receiver , and pour portion- 
wise, with steam on, 200 ml. of boiling 
carbon' tetrachloride over^ the surface 
of the paper in order to remove residual 
wax which, if present, materially pro- 
longs the subsequent digestion opera- 
tion. Leave the cover off and allow 
steam to flow for a few minutes to drive 
out most of the solvent. Carefully re- 
move the paper from the funnel and 
return it to its initial solution flask. 

{h) To the flask and its contents add 
25 ml. of arsenic-free HNO3 (sp. gr. 
1.42), place under a hood with good 
draft, and apply gentle heat, digesting 
for 20 min. (ample time for destruction 
of the paper and solution of the arsenic). 
Cool, add 25 ml. of arsenic-free H2SO4 
(sp. gr. 1.84), return to hood, and heat 
gently at first until most of the nitrous 
fumes are off, after which increase heat 
and continue to evolution of sulfur 
trioxide fumes. If organic matter or 
charring is evident at this stage, cool 
the flask, rinse down sides sparingly with 
water, and add with caution 3 to 4 ml. 
of hydrogen peroxide (30 per cent). 
After initial violent gas evolution has 
ceased, heat again to sulfur trioxide 
fumes. If discoloration reappears, re- 
peat the peroxide addition and the 
heating to fumes. Generally two such 
treatments suffice to produce a clear, 
carbon-free solution. When such a 
point is reached, transfer the solution to 
a 300-ml. Florence flask, rinsing thor- 
oughly, so as to bring the final volume 
up to 125 to 150 ml. Boil this down 
rapidly to low bulk, just short of fum- 
ing, to insure complete (and necessary) 
removal of both HNO3 and H2O2. 

{c) Add 20 g. of either c.p. ferrous 
or ferrous ammonium sulfate to the 
contents of the flask and connect to an 
upright, bulb-type, glass condenser with 
an U-tube having about J-in. bore and 
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a distance of 8 in. between armSj using 
a two-hole rubber stopper in the flask. 
Through .the' other hole insert either a 
double-bulb safety tube , or a small 
separatory funnel with a long slim tip. 
Bend the end of this tip into a short U 
SO : that the orifice points upward and 
fit it into the flask so that it very nearly 
touches the bottom. Place a 250-mL 
beaker containing 50 ml. of water on a 
■support which is readily movable, so 
that the condenser tip is just immersed 
in the water during the entire distilla- 
tion. Put into the beaker a glass tube 
connected with a supply of hydrogen 
sulfide, kept bubbling through at a good 
rate during the entire distillation. 
When the apparatus is securely con- 
nected, water flowing through the con- 
denser, and hydrogen sulfide passing 
into the receiver, pour 50 ml of arsenic- 
free HCl (sp. gr. 1.19) into the bulb of 
the safety tube and allow to flow into 
the flask. Apply heat gently at first 
and bring to a steady boil Theyellow 
orpiment precipitate will begin to show 
in the receiver as soon as distillation 
starts. Continue the distillation until 
bumping begins. Remove the flame, 
change the receiver, run another 50 ml. 
of HCl (sp. gr. 1.19) into the flask, and 
repeat the distillation, using the same 
procedure as before. With a properly 
prepared sample, practically ail of the 
arsenic comes over in the first distilla- 
tion, the second one serving mainly as 
a safeguard. When it is finished, lower 
the receiver, wash down the inside of 
the condenser and the outside of the 
condenser tip into the flask, and if any 
orpiment is observed on the walls of 
the condenser, wash sparingly with 
NH4OH (sp. gr. 0.90), allowing it to 
drain and then rinsing again with water. 
Check the acidity of the contents of 
the beaker, adding more add if neces- 
sary, and allow hydrogen sulfide to bub- 
ble through for a few minutes. 


(d) In the meanwhile prepare a Gooch 
crucible with' asbestos mat, ignite it, 
and cool in a desiccator. Weigh if as 
accurately as possible, since the pre- 
cipitate in the final weighing may 
weigh 10 mg. or less. Filter contents 
of both beakers through the tared Gooch 
crucible, scrubbing thoroughly with a 
■rubber policeman and then washing with 
hot water. After' the water is through,' 
wash with two 50-ml. portions of strong 
alcohol and then with two 50-mL por- 
tions of boiling carbon disul%ie (heat- 
ing the carbon disulfide in a flask im- 
mersed in hot water, with flames out), 
regulating the suction in such a way as 
to retain each portion in the crucible for 
about 5 min. This treatment is very 
important, as it serves to remove any 
traces of sulfur which may have precipi- 
tated with the orpiment, and which if 
left in would materially affect the final 
result, particularly with a sample quite 
low in arsenic. Dry the Gooch crucible 
and contents in an oven at 105 to 110 C., 
a drying for 2 hr. generally being suffi- 
cient, cool in a desiccator, and weigh 
as accurately as possible. Calculate 
the gain in weight directly to percentage 
of AS 2 S 3 (orpiment). 

(e) If there is any reason for believ- 
ing that the reagents used are not ar- 
senic-free, run blank determinations 
concurrently, using the same reagents 
in the same amounts, and deduct from 
the determination any arsenic thus 
found. 

Matter Soluble in Water 

Procedure 

24. Weigh accurately 10 to 25 g. of the 
finely ground sample, and stir it thor- 
oughly with 200 ml. of distilled water in 
a suitable-size flask or beaker. Cover 
with a watch glass and allow to stand 
at room temperature (approximately 21 
■C.) for 4 hr. (Note), stirring occasionally. 
Decant ' the' water through a Buchner 


Sampling and Analysis op Shellac (D 29 -40) 


1.057 


funnelj 2| or 3| in. in inside diameter, 
the bottom of which is covered with a 
wet filter paper held tightly in position 
by suction. Wash the shellac and 
filter paper with at least 100 ml. of 
water. Evaporate the water and dry 
the extract to constant weight at lOS 
to ' 110 C. for 1 hr. or more. Cool, 
weigh, and calculate the percentage of 
matter soluble in water. 

Note.* — In the case of dry-bleached shellac, 
it is recommended that during the summer the 
vessel be kept at a temperature of 16.5 C. or 
less during the 4-hr. digestion period. 

Ash 

Procedure 

25. Char a weighed quantity (3 to 5 
g.) of the shellac and ignite at a low 
heat, not exceeding dull redness, until 
free from carbon. If a carbon-free ash 
can not be obtained in this manner, 
exhaust the charred mass with hot 
water, collect the insoluble residue on an 
ashless filter, burn the filter and con- 
tents until all the carbon is consumed. 
Add the filtrate, evaporate to dryness, 
and heat to dull redness. Cool in a 
desiccator and weigh. 

Color 

Procedure 

26. Digest a weighed portion of the 
shellac with twice its weight of cold 95 
per cent alcohol, shaking at intervals 
until the shellac is entirely ^‘cut” and 
proceed in accordance with Section 29 
by the particular method agreed upon 
by the purchaser and the seller. 

SHELLAC VARNISH 
Temperature of Testing „ 

27. All tests, unless otherwise speci- 
fied, shall be made at room temperature 
between 21 and 32 C. (70 and 90 F.). 


Sampling 

28. The sample of shellac varnish 
shall be thoroughly agitated in the con- 
tainer immediately before portions are 
removed for the various: tests, and the 
unused portion shall be kept in a tightly 
stoppered glass container, in a cool, 
dark place. 

Color 

Procedure 

29. Compare the color of the sample 
with the color of the shellac varnish 
agreed upon by the purchaser : and the 
seller, by either of the following methods: 

(a) Comparison of Solutions , — Shake 
both shellac varnishes well and then 
place equal portions of each in separate 
clear-glass tubes of the same diameter. 
Make the color comparison by placing 
the tubes together and comparing the 
colors. 

Q}) Comparison of Films , — Shake the 
shellac varnishes well and then allow 
them to stand for 30 min. Flow ap- 
proximately equal portions of the two 
shellac varnishes on separate milk-glass 
or porcelain plates and allow the films 
to dry in a vertical position. Make 
the color comparison upon the dried 
films. 

Nonvolatile Matter 

Procedure 

30. Pour a portion of the sample of 
shellac varnish into a stoppered bottle 
or weighing pipette and weigh. Trans- 
fer not more than 1.5 g. of the sample 
to a weighed metal dish. Weigh the 
container again, and calculate by 
difference the exact weight transferred 
to the dish. The tared metal dish shall 
have a flat bottom : about ; 8 -cm. in 
diameter and shall contain about 10 g, 
of prepared sea sand (Note). ^ A friction- 
top can' cover will serve as a satisfactory 
dish. Add approximately 2 g. of alcohol 
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to the contents of the dish and mix 
thoroughly with a glass rod. Heat the 
dish and its contents for 3 hr. in an oven 
maintained at 105 zfc 2 C.' Place in a 
desiccator, cool, and weigh. From the 
weight of the residue and sample calcu- 
late the percentage of nonvolatile matter. 

Note.— -T he sand shall have previously 
been prepared by digesting with hot HCl for 
1 hr., washing to remove all acid and soluble 
impurities, igniting, and then cooling in a 
desiccator. 

Wax 

Procedure 

31. Weigh a quantity of the shellac 
varnish that will contain approximately 
10 g. of nonvolatile matter, and place 
in a 200-ml. tail-form beaker, to which 
add 2.5 g. of Na 2 C 03 and 150 ml. of hot 
water. Immerse the beaker in a steam 
or boiling-water bath and stir until the 
shellac is in solution. Then cover with 
a watch glass and complete the deter- 
mination in accordance with the pro- 
cedure described in Section 20. 

Insoluble Matter 
Procedure 

32. Determine insoluble matter in 
accordance with either Method A ox B 
as described in Sections 4 to 11. The 
quantity of shellac varnish taken shall 
correspond, as closely as practicable, to 
5 g. of nonvolatile matter found in the 
sample. 

Iodine Number . 

Procedure 

33. Pour the shellac varnish on a 
perfectly clean glass plate, 6 by 10 in., 
and place the plate in a nearly vertical 
position in a well ventilated room at 20 
to 30 C. (70 to 90 F.) for at least 1 hr. 
to allow the excess varnish to drain ‘oiBf. 
Then place the plate horizontally in an 
air bath overnight at a temperature of 
43 ± 5 C., cool, and scrape the dry 
shellac from the plate with a razor blade, 


discarding the thick edges. ' Weigh ac- 
curately a 0.2 ±: 0.005 g. sample of the 
dry shellac, and transfer to 250-ml. 
glass-stoppered bottle. ■ In the case of 
badly adultei*ated samples, use a 0.1 
it 0.005 g. sample. Determine the 
iodine number in accordance with the 
procedure for dry shellac described in 
Sections 12 to 14. 

Purity 

Qualitative Tests 

34. Make qualitative tests for rosin 
upon the residue from shellac varnish 
evaporated at 75 to 80 C., and for copal 
upon the filtrate of shellac varnish 
filtered through dry filter paper in 
accordance with Sections IS and 16. 

Estimation of Adulterant 

35. If the qualitative test shows the 
presence of rosin but no copal or the 
presence of copal but no rosin, the 
percentage of rosin or copal, respectively, 
may be estimated from the iodine num- 
ber as described in Section 17. 

Approximate Drying Time 
Procedure 

36. Dilute the sample of shellac 
varnish with alcohol until it contains 
only 36 per cent or less of nonvolatile 
matter. Pour the shellac varnish on a 
perfectly clean glass plate, at least 2 by 
4 in., and place the plate in a nearly 
vertical position in a well ventilated 
room but not in the direct rays of the 
sun. The temperature of the room 
should be between 20 and 30 C. (70 and 
90 F.) (Note). Test the varnish film 
at points not less than 2.5 cm. from the 
top and side edges of the film by touch- 
ing lightly with the finger. The shellac 
varnish shall be considered to have ^%et 
to touch’^ when gentle pressure of the 
finger shows a tacky condition but none 
of the varnish adheres to the finger. 
The shellaG varnish shall be considered 
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to have l^dried hard^^ when the pressure- 
that can be exerted on the film by the 
thumb and ' finger, when the ' film is 
placed between them, does not move the 
film or leave a mark that remains 
noticeable after the spot is lightly 
polished. 

Note.— In cases of dispute, this test shall be 
made in a well ventilated room maintained at a 
temperature of 20 C. (70 F.) and a relative 
humidity of 65 per cent. 

Natuee of Volatile Matter 
Procedure 

37. Information concerning the vola- 
tile portion of a shellac varnish may be 
obtained by distilling an accurately 
weighed 50 to 100-mL sample of shellac 
varnish in a 250 or 300-mL wide-neck 
Erlenmeyer flask, which is fitted with a 
two-hole rubber stopper to take a 
thermometer and a short bent glass tube. 
Connect this bent glass tube by means 
of rubber tubing to a 12-in. Liebig 
condenser set downward for distillation 
(the diameter of the inner tube of the 
condenser shall be equal to the diameter 
of the ends of the condenser and the 
diameter of the bent glass tube). Add 
a quantity of glass beads and immerse 
the flask deeply in an oil or wax bath^^ 


heated to 90 C. Gradually raise ' the 
temperature during the first hour to 
120 C. and continue the distillation at 
this temperature for 2 hr. A specific 
gravity determination on the distillate 
will give the approximate strength of 
the solvent. ' A portion of the final 
distillate may be diluted with water to 
ascertain whether solvents other than 
alcohol, such as naphtha or benzol, 
have been added. These will separate 
on dilution and the layer formed may be 
measured. 

Weight per Gallon 
Procedure 

38. Determine the specific gravity of 
shellac varnish at 20 C. by any con- 
venient method that is accurate to the 
third significant figure (Note). A con- 
venient method of determining specific 
gravity is to weigh a clean, dry 100-mL 
volumetric flask calibrated at 20 C., fill 
to the mark with the shellac varnish at 
20 C., and again weigh. The increase 
in weight divided by the capacity of the 
flask in grams of water is the specific 
gravity at 20 C. The specific gravity 
multiplied by 8.33 gives the weight in 
pounds per U. S. gallon. 

Note. — T he hydrometer does not give 
reliable or accurate indication of the specific 
gravity of shellac varnish. 


Fisher's bath wax is recommended. 


Standard Methods of 
TESTING OLEORESINOUS VARNISHES* 



A^S.T.M. Designation: B 154 - 43 
Adopted, 1924; Revised, 1925, 1928, 1938, 1943.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 154; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1 . These methods cover procedures 
for testing oleoresinous varnishes. 

General Requirements for Tests 

2. (a) All tests shall be made at room 
temperature between 21 and 32 C- 
(70 and 90 R). 

{h) All tests shall be made in diffused 
light (not in direct sunlight). 

(c) When a can of varnish has been 
opened and part of its contents has been 
used, the remainder shall immediately 
be placed in airtight containers which 
the varnish almost entirely fills, leaving 
not more than 2 per cent of air space. 

Appear ANCE 

Procedure 

3. Some of the thoroughly mixed 
sample shall be poured into a clear glass 
bottle or test tube, 1.5 to 2.0 cm. (| to 
H in.) in diameter to a depth of at least 
2.5 cm. The 'varnish shall then’ be 

2 Under tbe standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

3 Prior to adoption as standard, these methods were 
published as tentative from 1923 to 1924. 


examined by transmitted light and shall 
be clear and transparent. 

Color 

Color Reference Standards 

4. (a) Reference standard color solu- 
tions shall be prepared by dissolving 
1 , 2 , 3, 4, 5, and 6 g., respectively, of pure 
powdered potassium dichromate in 100 
ml. of pure H 2 SO 4 (sp. gr. 1.84). Gentle 
heat may be applied, if necessary, to 
effect solution of the dichromate. 

(5) Since the potassium dichromate - 
sulfuric acid solutions must be freshly 
made for this color comparison, it is 
frequently more convenient to compare 
samples with a series of permanently 
sealed tubes of varnish which have been 
previously found to be lighter in color 
than the reference standard solutions. 

Note. — S tabilized caramel solutions or other 
permanent colored liquids may be used as 
secondary reference standards. 

Procedure 

5. ■ The reference standard color' solu- 
tions and a sample of the varnish to be 
tested shall each be poured into separate 
thin-waUed glass tubes 1.5 to 2.0 cm. (f 
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to ff in.) in diameter to a depth of not 
less than 2.5 cm. The color comparison 
shall be made by placing the tubes 
close together and looking through 
them by transmitted light. If perma- 
nently sealed tubes of varnish are used 
for the color comparison and the sample 
of the, varnish being tested is found to 
be darker than a standard tube' of 
varnish, final comparison shall be made 
with freshly prepared potassium dichro- 
mate " sulfuric acid solutions. 

Report 

6. The color of the varnish shall be 
reported in terms of the reference stand- 
ard (calling the standards No. 1, No. 2, 
No. 3, etc.) which it is equal to or lighter 
than in color. 

Nonvolatile Matter 
Procedure 

7. A portion of the sample of the 
varnish shall be poured into a stoppered 
bottle or weighing pipette and weighed. 
About 1.5 g. of the sample shall be trans- 
ferred to a weighed, flat-bottom metal 
dish (Note) about 8 cm. in diameter 
(a friction-top can cover is satisfactory). 
The container shall be weighed again, 
and the exact weight of the portion of 
the sample transferred to the weighed 
dish shall be calculated by difference. 
The dish with its contents shall be 
heated for 3 hr. in an oven maintained 
at 105 to HOC. (221 to 230 F.). It 
shall then be weighed after cooling. 

Note.— A pyrex or similar heat-resistant 
glass Petri dish 100 mm. in diameter by 10 mm. 
in depth may be used in place of the flat-bottom 
metal dish. 

Calculation 

8. The ratio of the weight, of the 
residue to that of the sample, expressed 
as a percentage, shall be taken as the 
percentage of nonvolatile matter in' the 
varnish. 


Elasticity or Toughness 

9. The elasticity or ^ toughness of the 
varnish shall be determined by propor- 
tionately reducing its elasticity or tough- 
ness by the addition of a standard solu- 
tion of Run Kauri gum in pure spirits, of 
turpentine as described in' method A, 
or by proportionately increasing the 
elasticity or toughness of the varnish 
by means of addition of linseed oil as 
described in method B, 

Method A. Run, Kauri Reduction 

Preparation of Standard Run Kauri 

Solution 

10. {a) A distillation flask, a water- 
cooled condenser, and a tared receiver 
shall be arranged on a balance. Clear, 
bright, hard pieces of Kauri gum broken 
to the size of a pea shall be placed in the 
flask to about one third of its capacity. 
The gum shall be carefully melted and 
distilled until 25 per cent by weight is 
collected in the tared receiver. At the 
end of the distillation, the thermometer 
in the distillation flask, with the bulb 
at the level of the discharging end of the 
flask, should register about 316 C. 
(600 F.). The residue shall be poured 
into a clean pan, and when cold it shall 
be broken into small pieces. 

(6) A quantity of the small broken 
pieces of Run Kauri, together with twice 
its weight of freshly redistilled spirits of 
turpentine, using only that portion 
distilling between 153 and 170 C. (308 
and 338 F.), shall be placed in a care- 
fully tared beaker and dissolved by 
heating to a temperature of about 149 C. 
(300 F.). It shall then be brought to 
correct weight, when cooled, by the 
addition of the amount of redistilled 
spirits of turpentine necessary to replace 
the' loss by evaporation during the dis- 
solving of the gum. ■ 
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Test Panels 

IL Test panels shall be cut from 
bright tin plate weighing not more than 
25 nor less than 19 g. per sq. dm. (0.51 
to 0.39 lb. per sq. ft.). It is important 
that the tin plate shall be within the 
limits prescribed. The panel shall be 
about 7.5 by 13 cm. (3 by 5 in.) and 
shall be thoroughly cleaned with benzol 
immediately before using, 

NoTE,“-Cominercial No. 31 gage bright tin 
plate should weigh about 0.44 lb. per sq. ft. 
It is important that the rags used in wiping 
the panels are dean. 

Procedure 

12. (a) Having carefully determined 
the nonvolatile content of the varnish 
in accordance with Sections 7 and 8, 
100 parts of the varnish by weight shaE 
be taken and to it shall be added an 
amount of the standard Run Kauri 
solution equivalent to 50 per cent by 
weight of the nonvolatile matter in the 
varnish and mixed thoroughly. 

Note. — The 50 per cent standard Run Kauri 
reduction is given to illustrate the method. Any 
other percentage of standard Run Kauri 
reduction may be used, depending on what is 
required of the particular sample being tested, 
see Section 13. 

(b) The varnish shall be flowed upon 
one of the tin panels described in Sec- 
tion 11 and the panel shall be permitted 
to stand in a nearly vertical position at 
room temperature for nearly 1 hr. 
The panel shall then be placed in a 
horizontal position in a properly venti- 
lated oven and baked for 5 hr. from 
95 to 100 C. (203 to 212 F.). The panel 
shall then be removed from the oven and 
permitted to cool at room temperature 
(preferably 24 C. (75 F.)) for IS min. 

(c) Bending the Test P ami— 
panel shall be placed with the varnished 
side uppermost over a 3-mm. (|-in.) 
rod, held firmly by suitable supports, 
at a point equidistant from the top and 


bottom edges of , the panel and bent 
double rapidly. The varnish shall show ' 
no cracking whatsoever at the point of 
bending. For accurate results the bend- 
ing of the panel should always be done 
at 24 C. (75 F.), since a lowering of the 
temperature will lower the percentage of 
reduction that the varnish will stand 
without cracking, while an increase in 
temperature increases the percentage of 
reduction that the varnish will with- 
stand. 

Report 

13. (a) Varnishes which do not show 
cracks under this test shall be reported 
as passing a 50 per cent reduction, while 
those that do crack shall be reported as 
not passing a 50 per cent reduction. 

Q}) The varnishes which have not 
cracked shaU be tested again, changing 
the amount of reduction to 60 per cent, 
and, if they pass this percentage of 
reduction, they shall be tested with a 70 
per cent reduction. In a similar man- 
ner, varnishes which have cracked at 
50 per cent shall be tested again, using 
reductions of 40 and 30 per cent. In 
this way the limits shall be determined 
within 10 per cent at which a varnish 
passes one percentage of reduction and 
does not pass the next. For example, 
varnishes may be reported as passing 40 
per cent, and breaking at SO per cent. 

Note. — It is suggested that a 20-g. sample 
of varnish shall be sufficient for each reduction. 
If the nonvolatile content of the varnish should 
be 48,6 per cent, then 4.86 g. of standard Run 
Kauri solution should be added to the 20 g. 
of varnish and a 50 per cent reduction will 
be obtained. 

Method B, Addition of Linseed Oil 

Scope 

14. This method is applicable to 
varnishes which are less elastic or 
tougher than zero Kauri reduction. It 
is identical with that described in 
method A except that the 33| per cent 
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solution of Run Kauri in turpentine is 
replaced by a 66| per cent solution of 
beat bodied linseed oil for ' proportion- 
ately increasing the elasticity of the 
varnish under test. 

Preparation of Standard Bodied Oil 

Solution 

15. (a) A high grade of alkali-refined 
linseed oil having an acid number less 
than 1.0 shall be heated in an open kettle 
at a temperature of 300 ± 5 C. until the 
viscosity of the oil after cooling shall be 
between 6 and 10 poises at 25 C. (77 F.). 

(b) A quantity of the heat bodied 
linseed ofi shall be standardized by 
reducing it with one-half its weight of 
pure redistilled turpentine, using only 
that portion of turpentine distilling 
between 153 and 170 C. (308 and 338 F.). 

Procedure 

16. The addition of the standard 
bodied oil solution to the varnish and 
the flowing on, baking, and bending of 
the test panel shall be performed 
exactly as described in Sections 12 and 
13. 

Report 

17. In reporting results, the minimum 
percentage of the oil solution that must 
be added to the varnish, based on its 
nonvolatile content, so that the final 
mixture when flowed on a test panel and 
baked does not crack on the subsequent 
bending over a 3-mm. rod shall be 
reported. 

Flash Point 

Procedure 

18. The flash point shall be deter- 
mined in accordance with the Standard 
Method of Test for Flash Point by 
Means of the Tag Closed Tester 
(A.S.T.M. Designation: D 56) of the 
American Society for Testing Mate- 
rials.® 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Viscosity/ 

Procedure 

19. Viscosity, shall be determined by 
comparison at 25 C. (77 F.) with sec- 
ondary standards whose viscosity ex- 
pressed in poises has been accurately 
determined at that temperature. 

Note. — G ardner bubble viscosimeter tubes^ 
may be used. 

Water Test 

Procedure 

20. The varnish shall be poured on 
one of the tin panels described in Sec- 
tion 11, and allowed to drain in a nearly 
vertical position and dry for 48 hr. 
The panel shall then be placed in a 
beaker containing about 7 cm. (2.5 in.) 
of distilled water at room temperature, 
immersing the end of the panel which 
was uppermost during the drying, and 
allowed to remain in the water for 18 
hr. The panel shall then be removed 
from the water, wiped carefully, and 
allowed to dry out at room temperature. 
The time required for whitening, if any, 
to disappear, shall be noted. Blooming, 
which sometimes occurs on immersion, 
is considered as a degree of whitening. 

Report 

21. The results of the water test shall 
be reported as follows: 

(a) Not visibly affected, 

(b) Whitening disappears within 20 

min., 

(c) Whitening does not disappear in 
20 min., but does disappear within 2 hr., 

(d) Whitening does not disappear 
within 2 hr., but does disappear within 
24 hr., and 

(e) Whitening does not disappear 
within 24 hr. 


* ‘‘Physical and Chemical Examination of Paints, 
Varnishes, Lacquers, and Colors,^* National Paint, Var- 
nish, and Lacquer Assn., Ninth edition, p. 216 (1939). 



1064 , ■ Tests ' TOR 'Oleoresinotjs 

Skinning Test oe Varnish in Closed 
,, , Containers 

Container ^ 

22. An 8~oz, wide mouth glass jar 
in. in height and 2 in. in diameter shall 
be used as the container.® 

■Procedure ^ 

23. A 6“OZ. sample of the varnish shall 
be measured into the glass jar container 
by means of a graduate. The cover shall 
be screwed on tightly, and the jar in- 
verted momentarily. The jar shall then 
be placed in an upright position in the 
dark (placing it under a box or in a 
drawer is satisfactory) and the varnish 
shall be examined for skinning at speci- 
fied time intervals. 

Alkali Resistance Test 
P rocedure 

24. A 1 by 6-m. test tube shall be 
thoroughly cleaned in benzol. The tube 
shall then be dipped into the sample of 
varnish and the mouth of the tube in- 
verted downward immediately and the 
varnish allowed to dry for 48 hr. in an 
atmosphere free from dust, drafts, 
products of combustion, or laboratory 
fumes. The temperature of the room 
during the drying period shall be 65 to 
78 F. (19 to 25 C.). The varnish- 
coated tube shall then be suspended in 
a solution of sodium hydroxide (3 per 
cent) maintained at 70 ± 2 F. (21 ± 
1,1 C.). The tube shall be removed 
after desired periods of time, such as 8, 
16, 24, and 48 hr., and the varnish 
examined for whitening, blistering, or 
removal. Before making the examina- 
tion, the varnished tube shall be rinsed 
under a gentle stream of water and 
allowed to air dry for 30 min. 

■ »Jar No. Siorc. T. with 12S P. and 0. Cap, of the 
Haael-Atlas Glass Co-i, Wheeling, W . Va., has been fotmd 
sttitable. 


Varnishes (D 154- 43)' 

' Acid Number 
Solutions Required 

25. (a) Alcoholic Oxalic Acid Solutim 
ipj N ). — Dissolve 6.3 g. of c.p. oxalic 
acid (H2C204*H20) in sufficient 95 per 
cent ethyl alcohol to make a liter. 

(6) Alcoholic Potassium Hydroxide {0,1 
N ), — Dissolve approximately 6.6 g, of 
c.p. alcohol-refined potassium hydroxide 
(85.86 per cent KOH) in sufficient 95 per 
cent ethyl alcohol to make a liter, and 
standardize in the usual manner. 

{c) Neutral Solvent Mixture — NLlx 75 
per cent of ethyl alcohol (95 per cent) 
and 25 per cent of c.p. benzene (benzol, 
CeHs). 

{d) Phenolphtkalein Indicator —lOis- 
solve 10 g. of phenolphthalein indicator 
in 1 liter of ethyl alcohol (95 per cent). 
Use 1 ml. for titration. 

Procedure 

26. (a) A 3 to 5-g, sample of the var- 
nish shall be weighed into a 500-ml, 
glass-stoppered Erlenmeyer flask, 75 
ml. of the solvent mixture added and 
warmed slightly to aid solution. A 
definite accurately measured quantity 
(10 to 25 ml.) of the standard 0.1 N 
oxalic acid solution shall then be added. 
The mixture shall be refluxed on a hot 
plate (using a reflux condenser) for 
about 1 hr., or until the soaps present 
have been decomposed. The solution 
shall then be removed and titrated while 
hot with the standard 0.1 V potassium 
hydroxide solution using phenolphtha- 
lein indicator. As the end point is ap- 
proached, very vigorous shaking will be 
required. Titrating while hot increases 
the speed of titration and results in a 
sharper end point. A pink coloration 
which persists for several minutes shall 
be taken as the end point. 

{h) A blank containing the same 
quantity of the standard 0.1 iV oxalic 
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acid soktioa should be ran using the 
same procedure as for the sample. 

Calculation 

27. The acid number is the weight in 
milligrams of potassium hydroxide re- 
quired to neutraEze a 1-g. sample of the 
varnish j calculated as follows; , 

Acid number = ^ — — 
w 


where: 

a = milEliters .of. potassium, hydrox- 
ide required for the sampiCi 
b = milEliters of potassium hydrox- 
ide required for the blanks 
c = milligrams of potassium hydrox- 
ide per milliliter (value . of, 
standard potassium hydroxide 
' solution), and 

w = weight of the sample in grams. 



Standard Specifications fior 
ACETONE! 



A.S.T.M. Besignation: D 329 - 33 

Adopted, 1933.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 329; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover acetone. 
Properties 

2. Acetone shall conform to the follow- 
ing requirements : 

Purity not less than 98 per cent 

dimethylketone 

Specific gravity, 20/20 C 0.791 to 0.799 

Color water white 

Distillation range: 

Below 55.0 C none 

Above 57.5 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Water. miscible without turbidity 

with 19 volumes of 60“ 
A.P.I. gasoline at 20 C. 
Acidity, (free acid as COs) — not more than 0.002 per 
cent by weight, equiva- 
lent to 0.051 mg. of KOH 
per gram of sample 

Water solubility miscible ^ with distilled 

water in all proportions 

Alkalinity. not alkaline to para- 

nitrophenol 

Potassium permanganate test , color of added KMn04 to 
be retained at least 30 
min. 


Metliods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S, 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the. American 
Society for Testing Materials does .^ol undertake to Insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be. involved. 

^ Prior to adoption as standard, these specifications 
were published as tentative from 1931 to 1933. Editorially 
revised and rearranged in 1939. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



S tandard Specifications for 
AMYX ALCOHOL (SYNTHETIC)^ 



A.S-T.M. Designation: D 319 - 40 

Adopted, 1933; Revised, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 319; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover amyl 
alcohol (synthetic). 

Properties 

2. Amyl alcohol (synthetic) shall con- 
form to the following requirements: 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 


specific gravity, 20/20 C 0.812 to 0.820 

Color water white 

Distillation range: 

Below 118 C none 

Below 120 C not more than 5 per cent 

Below 125 C not more than 50 per cent 

Below 130 C not more than 85 per cent 

Above 140 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor.. mild^ nonresidual 

Water..... miscible without turbidity 

with 19 volumes of 60* 
A.P.I. gasoline at 20 C. 
Acidity....... ...none 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed 
as a recommendation of any patented or proprietary 
application that may be involved. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1930 to 1933, being 
revised in 1930. Editorially revised in 1942. 

s Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications for 

AMYL ACETATE (SYNTHETIC) (85 to 88 PER CENT GRADE)i 



A.SoT.M. Besignation: D 318 - 39 

Adopted, 1933; Revised, 1936, 1939.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 318; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


I 


Scope 

1. These specifications cover amyl 
acetate (synthetic) (85 to 88 per cent 
grade). 


Properties 

2. Amyl acetate (synthetic) shall con- 
form to the following requirements: 


Specific gravity, 20/20 C 0.S60 to 0.870 

Color water white 

Distillation range: 

Below 126 C. none 

Below 130 C. not more than S per cent 

Below 135 C not more than 25 per cent 

Below !40 C.. not more than 75 per cent 

Above 155 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor... mild, nonresidual 

Water miscible without turbidity 

in all proportions with 60“ 
A.P.X , gasoline at 20 C. 

Acidity (free acid as acetic 

acid) not more than 0,03 per 

cent by weight, equiva- 
lent to 0.28 mg. of KOH 
per gram of sample 

Ester valtit 85 to 88 per cent by weight 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T-M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to 
insure anyone utilizing the specifications against liability 
for infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary applica- 
tion that may be involved. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1930 to 1933. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at froat of book. 
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Standard Specifications for 

AMYL ACETATE MADE FROM FUSEL OIL (85 to 88 
PER CENT GRADE)i 



A.S.T.M. Designation: D 554 - 39 

Adopted, 1939.^ 

This Standard of the American Society for Testing Materials is issued under 
the j&xed designation D 554; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover amyl 
acetate made from fusel oil (85 to 88 
per cent grade). 

Properties 

2. Amyl acetate (made from fusel 
oil) shall conform to the following re- 
quirements: 

Specific gravity, 20/20 C. 0.860 to 0.865 

Color water white 

Distillation range: 

Below no C none 

Below 120 C not more than IS per cent 

Below 130 C not more than 50 per cent 

Below 140 C not less than 60 per cent 

Above 150 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor mild, nonresidual 

Water. miscible without turbidity 

with 19 volumes of 60* 
A.P.I. gasoline at 20 C. 

Acidity (free acid as acetic 

acid)-... not more than 0.03 per 

cent by weight, equiva- 
lent to 0.28 mg. of KOH 
per gram of sample 

Ester value 85 to 88 per cent by weight 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 


1 Under the standardization procedure of the Society, 
these specifications are under the juri.sdiction of th® 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the Amcricam 
Society for Testing Materials does not undertake to in- 
sure^ anyone utilizing the specifications against liability 
for infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary applica- 
tion that may be involved. 

2 These specifications were revised and issued under 
the designation D 554 in 1939. They formerly constituted 
a portion of the Standard Specifications for Normal Amyl 
Acetate (D 318 36) which was published as standard m 
1933, and revised in 1936 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications for 

INDUSTRIAL 90 BENZENE FOR USE IN PAINT, VARNISH, 
LACQUER, AND RELATED PRODUCTS^>=* 



A.S.T.M. Designation: D 361 - 36 

Adopted, 1936.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 361; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope"^ 

1, These specifications cover indus- 
trial 90 benzene for use in paint, var- 
nish, lacquer, and related products. 
Properties 

2. Industrial 90 benzene shall con- 
form to the following requirements: 

Specific gravity, 20/20 C 0.868 to 0.882 

Color, water white 

Distillation range: 

Below 77 C none 

Below 100 C not less than 92 per cent 

Above 122 C none 

Nonvolatile matter not more than O.OOS g. per 

100 ml. 

Odor. characteristic aromatic hy- 

drocarbon, nonresidual 

Water. not sufficient to show tur- 

bidity at 20 C. 

Acidity....... none 

Sulfur as H»S and SOs none 

Corrosion; 

Copper corrosion test copper shall show no 

iridescence 

Mercury test...-. mercury shall show no dis- 

coloration 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 


, 1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 This material was formerly known as “industrial 90 
per cent benzol. “ 

* Prior to adoption as standard, these specifications 
were published as tentative from 1933 to 1936. Editorially 
revised and rearranged in 1939. 

4 The title and scope of these specifications were edi- 
torially revised in June, 1945. 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Sta-ndard Specifications for 
BUTANOL (NORMAL BUTYL ALCOHOL)* 



■ A*S.T.M. Desigiiation; B 304 - 45 
Adopted, 1933; Revised, 1940, ■1945.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 304; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover butanol 
(normal butyl alcohol). 


Properties 

2. Butanol (normal butyl alcohol) 
shall conform to the following require- 
ments: , 

Specific gravity, 20/20 C, O.SIO to 0.815 

Color water white 

Distillation range; 

Below 115 C. none 

Above 118.5 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor... mild, nonresidual 

Water. miscible without turbidity 

with 19 volumes of 60* 
A.P.I. gasoline at 20 C. 

Acidity (free acid as acetic 

acid) not more than 0. 03 per cent 

by weight, equivalent to 
0.28 mg, of K.OH per gram 
of sample 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation:D268).® 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M, Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to 
insure anyone utilizing the specifications against liability 
for infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be involved. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1929 to 1933, being 
revised in 1930. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A,S.T.M. Designations at front of book. 
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Standard Specijications for 
NORMAL BUTYL ACETATE (88 TO 92 PER CENT GRADE)i 



A.S.T.M. Designation: D 303 - 40 
Adopted, 1933; Revised, 1940.^ 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 303; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover normal 
butyl acetate (88 to 92 per cent grade). 

Properties 

2. Normal butyl acetate (88 to 92 
per cent grade) shall conform to the 
following requirements: 

Specific gravity, 20/20 C 0.872 to 0.878 

Color water white 

Distillation range: 

Below HOC none 

Below 120 C not more than 15 per cent 

Above 127 C.. not more than 30 per cent 

Above 145 C none 

Nonvolatile matter.. not more than O.OOS g. per 

100 ml. 

Odor. mild, nonresidual 

Water. miscible without turbidity 

with 19 volumes of 60* 
A.P.I. gasoline at 20 C. 

Acidity (free acid as acetic 

add). not more than 0.03 per 

cent by weight, equiva- 
lent to 0.28 mg. of KOH 
per gram of sample 

Ester value 88 to 92 per cent by weight 


Methods of Testing 

3. The material shall be sampled 
and the properties enumerated in these 
specifications determined in accordance 
wdth the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.^ 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M, Committee D~1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to 
insure anyone utilizing the specifications against liability 
for infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be involved. 

2 Prior to adoption as standard, these specifications 
w^ere published as tentative from 1929 to 1933, being 
revised in 1930. 

3 Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Standard Specifications for 
BUTYL PROPIONATE (90 TO 93 PER CENT GRAJDE)‘ 


A.S.T.M, Besignatioiis D 320 - 40 

Adopted, 1933; Revised, 1940.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 320; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S, 
T.M. Committee D-i on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be involved. 

2 Prior to adoption as standard, these specificationi 
were published as tentative from 1930 to 1933. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Scope 

1, These specifications cover butyl 
propionate (90 to 93 per cent grade). 


Properties 

2. Butyl propionate (90 to 93 per 
cent grade) shall conform to the follow- 
ing requirements: 

Specific gravity, 20/20 C. 0.872 to 0.878 

Color water white 

Distillation range: 

Below US C none 

Below 130 C not more than 20 per cent 

Below 138 C not more than 60 per cent 

Above 168 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor niildj nonresidual 

Water miscible without turbidity 

with 19 volumes of 60" 
A.PJ. gasoline at 20 C. 

Acidity (free acid as propionic 

acid) — not more than 0.02 per 

cent by weight, equiva-. 
lent to 0.15 mg. of KOH 
per gram of sample 

Ester value 90 to 93 per cent by weight 
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Standard Specifications fior 
DIBUTYLPHTHALATE^ 



A.S.T.M;. Designation: D 608 - 43 

Adopted, 1943 .® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 608; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These specifications cover dibutyl- 
phthalate. 


Properties 

2. Dibutylphthalate shall conform to 
the following requirements: 


Specific gravity, 20/20 C 1.047 to 1.049 

Appearance.. ....clear and free of suspended 

matter 

Color water wh ite 

Odor .substantially none 

Water ......miscible without turbidity 

with 19 volumes of 60® 
A.P J. gasoline at 20 C. 

Acidity (free acid as phthalic 

acid) not more than 0.01 per cent 

by weight, equivalent to 
0.067 mg. of KOH per gram 
of sample 

Ester value ; not less than 99 per cent by 

weip:ht, 4-hr- heating 
period on the steam bath 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 

1 Under the standardization procedure of the Society 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be involved. 

* Prior to adoption as standard, these specifications were 
published as tentative from 1941 to 1943. 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Standard Specifications for 
ETHYL ACETATE (85 TO 88 PER CENT GRADE)- 



A.S.T.M. Designation: B 302 - 33 

Adopted, 1933.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 302; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover ethyl 
acetate (85 to 88 per cent grade). 

Properties 

2. Ethyl acetate (85 to 88 per cent 
grade) shall conform to the following 
requirements : 

Specific gravity, 20/20 C. 0.883 to 0.888 

Color water white 

Distillation range: 

Below 70 C none 

Below 72 C not more than 10 per cent 

Above 80 C... none 

Nonvolatile matter. not more than 0.005 g. per 

100 ml. 

Odor mild, nonresidual 

Water miscible without turbidity 

with 10 volumes of 60® 
A.P.I. gasoline at 20 C. 

Acidity (free acid as acetic 

acid) not more than 0.02 per 

cent by weight, equiva- 
lent to 0. 19 mg, of KOH 
per gram of sample 

Ester value... 85 to 88 percent by weight 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and Dilu- 
ents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.^ 

1 Under the standardization procedure of the Society, 
these specifications are under the Jurisdiction of the A.S, 
T.M. Committee D-1 on Paint, Varnish, Eacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as a 
recommendation of any patented or proprietary applica- 
tion that may be involved. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1929 to 1933,^ being 
revised in 1930. Editorially revised and rearranged in 1939. 

* Appears in this publication^ see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications for 
ETHYL LACTATE (SYNTHETIC)i 



A.S,T.M. Besignation: D 321 - 40 

Adopted, 1933; Revised, 1940.® 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 321; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope Methods of Testing 

1. These specifications cover ethyl material shall be sampled and 

lactate (synthetic). properties enumerated in these 

specifications determined in accordance 
Properties with the Standard Methods of Sampling 

o 1 1 X X / \ -L n 2 .nd Testing Lacquer Solvents and 

2. Ethyl lactate (synthetic) shall con- Diluents ih 

form to the following requirements: 

specific gravity, 20/20 C 1 .020 to 1.036 Materials.® 

Color water white 

Distillation range: — 

Below 102 C.. none 

Below 139 C.. not more than 10 per cent ^ Under the standardization procedure of the Society, 

Below iSS C not less than 90 per cent these specifications are under the jurisdiction of the A.S. 

Above 173 C., none T.M. Committee D-1 on Paint, Varnish, Lacquer, and 

Nonvolatile matter not more than 0-005 g. per Related Products. 

100 ml. ^ By publication of these specifications, the American 

Odor... mild, nonresidual Society for Testing Materials does not undertake to insure 

Water miscible without turbidity anyone utilizing the specifications against liability for 

with 19 volumes of 60** infringement of Letters Patent nor assume any such 

A.P. I. gasoline at 20 C. liability, and such publication should not be construed as 

Acidity (free acid as lactic a recommendation of any patented or proprietary appli- 

acid) not more than 0.08 per cation that may be involved. 

cent by weight, equiva- » Prior to adoption as standard, these specifications 
lent to 0.5 mg. of KOPI were published as tentative from 1930 to 1933. 

^ , per gram of sample s Appears in this publication, see Contents in Numeric 

Ester value. — 96 to 100 per cent by weight Sequence of A.S.T.M. Designations at front of book. 


Standard Specijications for 
ETHYLENE GLYCOL MONOETHYL ETHERS-* 



A»S.T.M. Designation: D 331 - 35 

Adopted, 1935.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 331; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

i. These specifications cover ethylene 
glycol monoethyl ether. 


Properties 

2. Ethylene glycol monoethyl ether 
shall conform to the following require- 
ments: 


Specific gravity, 20/20 C. 

Color 

Distillation range: 

Below 128 C 

Below 132 C — ' 

Below 136 C 

Above 137 G 

Nonvolatile matter. 

Odor. 

Water 


Acidity 


0.927 to 0.933 
water white 

none 

not more than 5 per cent 
not less than 95 per cent 
none 

not more than 0.005 g. per 
100 ml. 

mildj nonresidual 
miscible without turbidity 
with 19 volumes of 60“ 
A.P.I. gasoline at 20 C. 
not more than 0.2 mg. of 
KOH per gram of sample 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.^ 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be involved. 

2 This compound is also known under the names beta- 
ethoxy ethanol and ethyl glycol. 

3 Prior to adoption as standard, these specifications 
were published as tentative from 1932 to 1935. Editorially 
revised in 1939 and 1942 . 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications fior 

ACETATE ESTER OF ETHYLENE GLYCOL MONOETHYL 
ETHER (95 TO 96 PER CENT GRADE) 



A.S.T.M. Designation: D 343 ~ 35 

Adopted, 1935.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 343 j the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the ace- 
tate ester of ethylene glycol mono- 
ethyl ether (95 to 96 per cent grade). 

Properties 

2, The acetate ester of ethylene glycol 
monoethyl ether (95 to 96 per cent 
grade) shall conform to the following 
requirements: 

Specific gravity, 20/20 C 0.968 to 0.976 

Color. : not darker than a solution 

of 0.008 g. of KsCrsOr 
per liter of water 

Distillation range: 

Below 145 C..... none 

Between ISO and 160 C.. . not less than 90 per cent 

Above 165 C none 

Konvolatile matter. not more than 0,03 g. per 

100 ml. 

Odor mild; nonrcsidual 

Water miscible without turbidity 

with 19 volumes of 60® 
A. P. I, gasoline at 20 C. 

Acidity (free acid as acetic 

acid) not more than 0.024 per 

cent by weight, equiva- 
lent to 0.2 mg. of KOH 
per gram of sample 

Ester value 95 to 96 per cent by weight 


Methods of Testing 

3. The material shall be sampled 
and the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.^ 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to in- 
sure anyone utilizing the specifications against liability 
for infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed 
as a recommendation of any patented or proprietary 
application that may be involved. 

» This compound is also known under the names beta- 
ethoxy ethyl acetate and ethyl glycol acetate. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1932 to 1935. Editori- 
ally revised and rearranged in 1939. 

< Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specijications for 
ETHYLENE GLYCOL MONOBUTYL ETHER^-^ 



A.S.T.M. Designation: D 330 - 35 

Adopted, 1935.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 330; the final number indicates the year of original, 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 


1. These specifications cover ethylene 
glycol monobutyl ether. 


Properties 


2. Ethylene glycol monobutyl ether 
shall conform to the following require- 
ments: 


Specific gravity, 20/20 C 0.899 to 0.905 

Color water white 

Distillation range: 

Below 163 C none 

Below 167 C not more than 5 per cent 

Below 171 C not less than 95 per cent 

Above 174 C none 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor . mild^ nonresidual 

Water miscible without turbidity 

with 19 volumes of 60® 
A.P.I. gasoline at 20 C. 

Acidity not more than 0.2 mg. of 

K.OH per gram of sample 


Methods of Testing 

3. The material shall be sampled 
and the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.^ 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary appli- 
cation that may be involved. 

2 This compound is also known under the names beta- 
butoxy ethanol and butyl glycol. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1932 to 1935. Editorially 
revised in 1939 and 1942. ^ ^ 

4 Appears in this publication^ see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications for 
ISOPROPYL ACETATE! 



A.S.T.M. Designation: D 657 -44 

Adopted, 1944.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 657; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover two 
grades of isopropyl acetate, as follows: 
85 to 88 per cent grade, and 95 to 98 per 
cent grade. 

Properties 

2. Isopropyl acetate shall conform to 
the requirements prescribed in Table I. 

Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these speci- 
fications determined in accordance with 
the Standard Methods of Sampling and 
Testing Lacquer Solvents and Diluents 
(A.S.T.M. Designation: D 268) of the 
American Society for Testing Materials.® 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee B-l on Paint, Varnish, Lacquer, and 
Related Products. 

* Prior to adoption as standard, these specifications 
were published as tentative from 1942 to 1944. 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


TABLE I.-REQUIREMENTS FOR ISOPROPYL 
ACETATE. 



85 to 88 per cent 
Grade 

95 to 98 per cent 
Grade 

Specific gravity, 



20/20 C 

0.855 to 0.862 

0.866 to 0.873 

Color 

water white 

water white 

Distillation range: 



None below 

8i C. 

85 C. 

None above 

93 C. 

90 C. 

Nonvolatile 



matter 

not more than 
0.005 g. per i 
100 ml. 

not more than 
0.005 g. per 
100 ml. 

Odor 

mild, nonresidual 

mild, nonresidual 

Water. 

miscible without 
turbidity with 
19 volumes of 
60® A.P.I. gaso- 
line at 20 C. 

miscible without 
turbidity with 
19 volumes of 
60® A.P.l. gaso- 
line at 20 C, 

Acidity {free acid 



as acetic acid). , . 

not more than 
0.02 per cent 
by weight, 

equivalent to 
0. 19 mg. of 
KOH per gram 
of sample 

not more than 
0.02 per cent 
by weight, 

equivalent to 
0. 19 mg. of 
KOH per gram 
of sample 

Ester value 

not less than 85 
per cent by 
weight 

not less than 95 
per cent by 
weight 
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Standard Specifications fior 
ISOPROPYL ALCOHOL! 



A.S,T.M* Designation: D 770 ~ 46 

Adopted, 1946A 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 770; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scppe 

1. These specifications cover isopropyl 
alcohol (99 per cent grade). 

Properties 

2. Isopropyl alcohol (99 per cent 
grade) shall conform to the following re- 
quirements: 

Specific gravity, 20/20 C — 0.78S to 0.790 

Color water white 

Distillation range not greater than 1.5 _C. and 

this range shall include 
82.3 C. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1944 to 1946. 


Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor mildj nonresidual 

Water miscible without turbidity 

with 19 volumes of 60* 
A.P.I. gasoline at 20 C. 

Acidity not. more than 0.02 mg. of 

KOH per gram of sample. 

Hydrocarbons miscible without turbidity 

with 10 volumes of distilled 
water at 20 C. 

Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these speci- 
fications determined in accordance with 
the Standard Methods of Sampling and 
Testing Lacquer Solvents and Diluents 
(A.S.T.M. Designation: D 268).^ 

2 Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Specifications for 
METHYL ETHYL KETONE^ 



A.S.T.M* Besignation: B 740-46 

Abopted, 1946.2 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 740; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


■Scope 

1. These specifications cover methyl 
ethyl hetone. 


Propeirties ' 

2. Methyl ethyl ketone shall conform 
to the following requirements: ■ 


Purity .as agreed upon by the seller and 

tlie purchaser 

Specific gravity, 20/20 C. 0.805 to 0.807 

Color ....water white 

Distillation range : 

Below 78 C....... . — none 

AboveStC., .....none 

Nonvolatile matter .not more than 0.005 g. per 100 ml. 

Odor characteristic, nonresidual 

Water... .miscible without turbidity with 

19 volumes of 60° A,P.I. gaso- 
iineat 20 C. 


Acidity (free acid as 

acetic acid). ....... .not more fiian 0.003 per cent by 

weight, equivalent to 0.028 mg. 
of KOH per gram of sample. 


Methods'of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with' the Standard Methods of Sampling 
and Testing Lacquer Solvents and Dilu- 
ents: (A.S.T.M. Designation: D 268).® 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and Re- 
lated Products. 

aPrior to adoption as standard, these specifications 
were published as tentative from 1943 to 1946. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standaf'd Specijicatio?is for 

INDUSTRIAL GRADE TOLUENE FOR USE IN PAINT, 
VARNISH, LACQUER, AND RELATED PRODUCTS 



A.S.T.M. Designation: D 352 “■ 35 

Adopted, 1936.3 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 362; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope^ 

1. These specifications cover indus- 
trial grade toluene for use in paint, 
varnish, lacquer, and related products. 

Properties 

2. Industrial grade toluene shall con- 
form to the following recjuirements: 


Specific gravity, 20/20 C 0.860 to 0.870 

Color. water white 

Distillation range: 

Below 107.5 C none 

Above 112.5 C none 


The total distillation 
. range of any specific 
sample shall not be 
greater than 3.0 C. 

Nonvolatile matter not more than 0.005 g. per 

100 ml. 

Odor. characteristic aromatic hy- 

drocarbon, nonresidual 

Water. not sufficient to show tur- 
bidity at 20 C. 

Acidity.......... none 

Sulfur as HsS and SO 2 none 


Corrosion: 

Copper corrosion test copper shall show no 

iridescence 

Mercury test mercury shall show no 

discoloration 

Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and 
Diluents (A.S.T.M. Designation: D 268) 
of the American Society for Testing 
Materials.® 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 This material was formerly known as “industrial pure 
toluol.” 

s Prior to adoption as standard, these specifications 
were published as tentative from 1933 to 1936. Editorially 
revised and rearranged in 1939, 

The title and scope of these specifications were edi- 
torially revised in June, 1945. 

® Appears in this publication, see Contents in Numeric 
Sequence of A,S.T.M. Designations at front of book. 
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Standard Specifications fior 
TRICRESYL PHOSPHATE'-' 



A.S.T.M. Designation: D 363 - 46 

Adopted, 1936; Revised, 1946.^ 

Tills Standard of the American Society for Testing Materials is issued under 
the fixed designation D 363; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover tricresyl 
phosphate. 

Properties 

2. Tricresyl phosphate shall conform 
to the following requirements: 


Specific gravity, 
20/20 C....... 

Color., 

Volatile matter. 

Free phenols. . . . 


.1.150 to 1.180 

.not more than 100 on the Hazen 
platinum-cobait standard 
not more than 0.20 per cent by 
weight 

not more than 0.03 per cent by 
weight 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, 
and Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not undertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as a 
recommendation of any patented or proprietary applica- 
tion that may be involved. 

2 Prepared from commercial cresylic acid. 

3 Prior to adoption as standard, these specifications 
were published as tentative from 1933 to 1936. 


Potassium permanganate 


test no change in color after standing 

30 rain. 

Ester value not less than 99 per cent by 

weight 

Odor. faint 

Acidity (free acid as 

H3PO.1) — not more than 0.005 per cent by 

, weight. 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications determined in accordance 
with the Standard Methods of Sampling 
and Testing Lacquer Solvents and Dilu- 
ents (A.S.T.M. Designation: D 268 - 46),^ 
except that the ester value shall be deter- 
mined in accordance with the Tentative 
Method of Test for Ester Value of Tri- 
cresyl Phosphate (A.S.T.M. Designation: 
D268-46T).4 

4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Standard Spec ijic at io?ts Jor 

INDUSTRIAL GRADE XYLENE OR SOLVENT NAPHTHA 
FOR USE IN PAINT, VARNISH, LACQUER, AND 
RELATED PRODUCTS ^ 


A.S.T.M. Designation: D 364 - 36 ; 

Adopted, 1936.3 I 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 364; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Corrosion: i 

Copper corrosion test copper shall show no 

iridescence 

1. These specifications cover indus- Mercury test mercury ^shaU show no 

trial grade xylene or solvent naphtha Methods of Testing 

for use in paint, varnish, lacquer, and 

^ ' / 1. t 1 ini 11 


related products. material shall be sampled 

and the properties enumerated in these 
Properties specifications determined in accordance 

with the Standard Methods of Sampling 
2. Industrial grade xylene or solvent ^nd Testing Lacquer Solvents and 
naphtha shaU conform to the following Diluents (A.S.T.M. Designation: D 268) 
requirements: of the American Society for Testing 

Specific gravity, 20/20 C 0.856 to 0.867 Materials.® 

Color... water white 

nistillation raage: r Under the standardisation procedure of the Society, 

Below 123 C none these specifications are under the jurisdiction of the 

Below 129 C not more than 5 per cent A.S.T.M. Coininittee D-1 on Paint, Varnish, Lacquer, and 

Below 143 C not less than 90 per cent Related Products. 

Above 160 C .. none *This material was formerly known as “industrial 

Nonvolatile matter not more than 0.005 g. per xylol.*' 

100 mi. ^ » Prior to adoption as standard, these specifications 

Odor characteristic aromatic hy- were published as tentative from 1933 to 1936. Editorially 

drocarbon, nonresidual revised and rearranged in 1939. 

Water. not sufficient to show tur- * The title and scope of these specifications were edi- 

bidityat20C. torially revised in June, 1945. 

Acidity. none ^ Appears in this publication, see Contents in Numeric 

Sulfur as HaS and SO 2 none Sequence of A.S.TM. Designations at front of book. 
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Standard Specifications ajtd Tests fior 
SOLUBLE NITROCELLULOSE! 



A.S.T.M. Designation: D 301 - 33 
Adopted, 1933.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 301; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover the mate- 
rial known as soluble nitrocellulose 
(also known as soluble cotton), which 
is shipped wet to conform to the regu- 
lations of the Interstate Commerce 
Commission. 


Properties 

2. {a) Appearance. — The nitrocellu- 
lose shall not be discolored and shall be 
free from lumps and foreign matter, 
such as charred particles. 

{b) Ash. — The ash content shall not 
exceed 0.30 per cent, calculated on the 
basis of dry-weight soluble nitrocellulose. 

(c) Nitrogen. — The percentage of ni- 
trogen, calculated on the basis of dry- 
weight soluble nitrocellulose, shall be 
within the limits agreed upon by the 


2 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee B-1 on Paint, Varnish, Lacquer, and 
Related Products. 

By publication of these specifications, the American 
Society for Testing Materials does not ufidertake to insure 
anyone utilizing the specifications against liability for 
infringement of Letters Patent nor assume any such 
liability, and such publication should not be construed as 
a recommendation of any patented or proprietary applica- 
tion that may be involved. 

s Prior to adoption as standard, these specifications 
were published as tentative from 1929 to 1933, being revised 
in 1930 and 1931. Editorially revised and rearranged in 
1939. 


purchaser and the seller for the particu- 
lar type of soluble nitrocellulose. 

{d) Stability. — The stability as deter- 
mined by the 134.5 C. test shall not be 
less than 25 min. 

{e) Consistency ( Viscosity). — The con- 
sistency shall be within the limits 
agreed upon by the purchaser and the 
seller for the particular type of soluble 
nitrocellulose. 

(/) Solubility and Appearance of the 
Solution. — The solubility and appear- 
ance of the sample shall be equal to the 
reference standard for the particular 
type of soluble nitrocellulose. 

(g) Film Test. — The film test of the 
sample shall be equal to that of the 
reference standard for the particular 
type of soluble nitrocellulose. 

Qi) Toluol Dilution Test. — The toluol 
dilution value of the sample shall be 
equivalent to that of the reference 
standard for the particular type of 
soluble nitrocellulose. 

SAMPLING AND METHODS OF TESTING 
Sampling 

3. Samples shall be taken from not 
less than 10 per cent (at least two 


1086 

A ‘‘tentative revision’ ■ of this standard appears in the Tenta- 
tive Revisions of Standards section at the back of this book* 
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I 

t 


barrels) of eacb lot or batch in the ship- 
ment In sampling the barrels, two 
samples of approximately 1 pt. each shall 
be taken from two well separated points 
at least 1 ft. beneath the surface of the 
material in the barrel. These samples 
shaE then be composited to represent 
each lot or batch in the shipment. 

■Ash 

Procedure 

4. Weigh approximately 2 g. of sam- 
ple in a tared and ignited crucible, and 
dry at 100 C. for approximately 30 min. 
Determine the dry weight of the sample. 
Moisten the residue with 20 to 30 drops 
of c.p. HNO 3 (sp. gr. 1.42) and heat on a 
steam bath until the sample is decom- 
posed to a gummy mass. If necessary 
to complete the decomposition, add 
several additional drops of HNO 3 at 
intervals. Then heat the crucible slowly 
over a bunsen burner or in an electric 
furnace until all volatile matter is driven 
off. Finally, ignite at red heat to 
constant weight, cool, and weigh. Cal- 
culate the percentage of ash as follows: 

i. t 1 . wt. of ash - . 

Percentage of ash =« -- — 7-3 ^ X 100 

” wt. of dry sample 

Note. — Danger from inflammable vapor may 
be avoided by a preliminary air drying of the 
sample in the event that the number of samples 
being tested or the construction of the oven are 
such as to warrant this precaution. 

Nitrogen 

Apparatus 

5. Use the duPont Nitrometer^ which 
is illustrated in Figs. 1 to 4. Figure 
2 (b) shows the universal measuring 
tube, although the nitrocellulose meas- 
uring tube shown in Fig. 2 (a) is prefer- 
able for testing nitrocellulose. If de- 
sired, both measuring tubes may be 
included in the assembly, by replacing 
the three-way glass manifold with a 
four-way manifold. 

® Drawings reproduced by permission from tiac Stand- 
ard Specifications for Laboratory Aijparatus Adopted by 
t&e Manufacturing Cbemists' Association of tb® United 
States, Part 1. ■ 


Procedure 

Note. — T he cellulose, acetate mask described 
in' Section 7 (d) must be worn during the genera- 
tion and measurement of the gas as a precaution 
in case of an explosion. Nitrogen-free c.p. 
H2SO4 shaE be used. 

6. (a) Accurately calibrate the meas- 
uring tube in the usual manner, using . 
mercury as the calibrating liquid. 

(b) Standardize the apparatus using 
c.p. KNO 3 recrystallized twice from . 
distilled water and then washed with 
95 per cent ethyl alcohol, ground to 
pass a No. 100 (149-micron) sieve, and 
dried for 2 to 3 hr. at 135 to 150 C. Fill 
the compensating, measuring, and re- 
action tubes and their connections with 
mercury. Run 20 to 30 ml. of H2SO4 
(94.5 dz 0.5 per cent) (Note) into the 
reaction bulb through the cup at the 
top and admit about 210 mi. of air. 
Close the stopcocks and shake the bulb 
weU. This desiccates the air which is 
then run into the compensating tube 
until the mercury is about on a level 
with the 12.50 per cent mark on the 
measuring tube, the two tubes being 
held at the same height. Then seal the 
compensating tube using a small, blow- 
pipe flame. Accurately weigh 0.9000 
to 1.0000 g. of the KNO3 and introduce 
it into the reaction bulb. Wash the cup 
with 20 ml. of c.p. H2SO4 (94.5 zfc 0,5 
per cent) (Note) in three or four portions, 
each portion being run separately into 
the bulb. During this operation allow 
the bottom stopcock of the reaction bulb 
to remain open. Then with the bottom 
stopcock still open lower the reservoir 
bulb to give reduced pressure in the 
reaction bulb and gently shake the re- 
action bulb to start the decomposition. 
After the evolution of NO has become 
slow (it is extremely important that the 
bottom stopcock be left open until the 
major part of the decomposition has 
occurred; otherwise sudden evolution 
of gas wiE burst the bulb, scattering 
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add and glass) lower the' reservoir bulb was used, or a proportional reading if less 
until ail but 25 ml. of the mercury in the was used. Paste a strip of paper on the 
reaction bulb is withdrawn, ' close the compensating tube^ at the level of the 
bottom stopcock, and shake the reaction mercury and the standardization is 
bulb vigorously for 5 min. When the completed. It is advisable to make 
reaction is completed allow the gas to several check determinations, preferably 
coo! for 20 nain., then transfer the gas on different days, to insure accurate 



to the measuring tube. By means of 
the leveling device make careful adjust- 
ment of the mercury levels so that the 
mercury in the measuring tube is at the 
13. '85 per cent mark (the theoretical 
percentage of nitrogen in potassium 
nitrate) if an exactly 1.0000-g. sample 


standardization. D eterminations should 
check within plus or minus 0.01 per cent. 

(c) Roughly dry the soluble nitro- 
cellulose as for the ash determination 
described in Section 4 and weigh a 
sample of from 1.0 to 1.5 g. in a weighing 
bottle. Dry to constant weight at 98 
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■'Imporhat^ 



clmporianf) 

/f-H 


I 11 


Imporfanis To be 
sUghify Couniersviik 


Important: Cdibrak inf his 
Position so that Mercury 
Meniscus will be thus at 
the 14, 01 Mark which shall 
be equal to 240,36 cc. 
at 20%. 



rr 

.i_ JlJl 

~>| ^Important 



Important t Calibrate in this 
Position so that Mercury 
Meniscus will be thus at 
the WO Mark which shall 
be equal to 240. 36 cc. 
at 20^C 


IL^' 

-Important 


(a) Nitrocellulose tube. (I?) Universal tube. 

Fig. 2.— Measuring Tubes for Nitrogen Determination. 
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“‘Important 
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Fig. 3. — Reaction Bulb. 


Fig. 4. — Compensating Tube. 
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to 102 C. (1 to 1| hr. usually suffices) 
and cool in a desiccator. Transfer to 
the cup of the reaction bulb of the 
nitrometer; then, using c.p. H 2 SO 4 
(94.5 ± 0.5 per cent) dissolve the sample, 
withdraw into the reaction bulb, and 
rinse the cup into the bulb several times. 
Use a total of 20 ml. of acid for dissolving 
and rinsing. Complete the determina- 
tion in accordance with the standardiza- 
tion of the apparatus described in 
Paragraph (5) and take a reading after 
adjusting the level of the mercury in the 
reading tube to the mark on the com- 
pensating tube. The reading divided 
by the weight of sample gives the 
percentage of nitrogen. 

Stability 

Apparatus 

7. The apparatus shall consist of the 
following: 

(a) Copper Bath , — Copper bath with 
copper or brass condenser, as shown 
in Figs. 5 and 6. These baths are 
usually made to hold 13 or 15 test tubes. 

(5) Test Tubes , — Fifteen heat-resist- 
ant glass^ test tubes 290 zb 1 mm. in 
length with an outside diameter of 18 
mm. and a wall thickness of 1.5 mm. 

(c) Heater , — An electric hot plate for 
heating the bath. 

(d) Face Mask , — A face mask, so 
constructed that a heavy piece of clear 
cellulose acetate sheeting protects the 
face. 

{e) Gloves . — A pair of heavy gloves. 

(f) Pincers . — Long pincers for hand- 
ling the test tubes. 

(g) Thermometer —Ail A.S.T.M. Sta- 
bility Test Thermometer graduated in 
Centigrade degrees, having a range of 
130 to 140 C., and conforming to the 
requirements for thermometer 26C -42 as 
prescribed in the Standard Specifications 

4 Pyrex glass is very satisfactory for this purpose. 


for A.S.T.M. Thermometers (A.S.T.M. 

Designation: E i)® 

Special Solution Required 

8. Methyl Violet Test Paper -Con- 
duct the preparation and drying of the 
methyl violet test paper in a room that is 
free of acid fumes. Prepare a ^ dye solu- 
tion according to the following formula: 


Para-rosaniline“ (couverted to acetate) 0.2500 g. 

Crystal violet® 0 . 1 680 g . 

C.p. glycerol 6 ml. 

Distilled water 30 ml. 


95 per cent ethyl alcohol. sufficient to make up 

to 100 ml. 

® The para-rosaniline acetate used in the foregoing 
formula is made by adding an excess of glacial acetic acid 
to 0.2500 g. of para-rosaniline and heating in a porcelain 
casserole over a steam bath until the excess acid is re- 
moved. The other ingredients are then added and the 
volume made up to a total of iOO mL^with 95 per cent ethyl 
alcohol. The crystal violet mentioned in the formula 
may be replaced by Methyl Violet N.E. (E. I. du Font 
de Nemours and Co.) or Methyl Violet 2 B (National 
Aniline and Chemical Co.). 

Place a small quantity of the dye 
solution into a rectangular glass tray 
that is supported in a tilted position. 
Slowly draw a quarter sheet of filter 
paper through the solution and up and 
over the side of the dish to remove the 
excess liquid. The filter paper shall 
be carefully selected and of such proper- 
ties as to maintain a permanent color 
when treated. The S. & S. No. 597 
filter paper has been found to be the 
only paper giving consistent results. 
Holding the sheet horizontally, wave it 
gently back and forth for about ! min., 
then suspend vertically until dry. When 
dry, cut into strips 70 by 20 mm. and 
store in a well-stoppered bottle. 

Check each batch of prepared test 
papers against the papers held as stand- 
ard by testing the same sample of nitro- 
cellulose with both papers. 

Procedure 

9. (a) Conduct the test in a room that 
is free of acid fumes. Dried nitroGellu- 
lose is very inflammable and if ignited by 
fire, spark, or static electricity will 

® Appears in this publication, see Contents in Ntimeric 
Sequence of A.S.T.M. Designations at front of book. 
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flare Dp. and shatter^ the test tube. It 
: is important, therefore, that the operator 
wear . the cellulose acetate mask and 
heavy gloves (Section 7) and that the 
tubes be handled with long pincers. 

(6) Maintain the heating bath at a 
temperature of 134.5 zh 0.5 C. by the 
use of the required mixture of toluol and 


will have a tendency to rise, which 
should be corrected by adding toluoL 
(c) Weigh accurately 2.5 g. of the 
sample previously dried at 40 to 45 C. 
for 4 to 5 hr., or air dried over night 
followed by a drying at 40 to 45 C 
for 30 min. Shake or press the sample 
down in the test tube so that it occupies 


* lO^'D/a. 


■ 1 



2 "jf 3^” Brass Pad'' 9 1 a n . 
Brazed fo Under Side 
of Top 

Standard Brass Union 
Standard ^'Copper Pipe^^ 



f5 Standard 
J"' Copper Tube Holders, 
i If'’ long} Spaced as 
shown, Ends Finished 
as shown. 


y Drill and Tap tbr Standard 
f-** Copper P/pe 
Standard f'Pipe Plug^Brass 

'Drill and Tap for^''Sfandard 
Brass Pipe Plug 


»^li50 


c- U' Copper Sheet 

throughout 


Half 

Elevation 
Fig. 5, 


Half 

Section. 


Copper Bath for Stability Test. 


xylol. The proper mixture is approxi- 
mately one part toluol and four parts 
xylol, but the exact proportions must 
be determined by the ^^cut-and-try’’ 
method. If the original mixture is 
too high, add more toluol; if it is too 
low, allow the condenser to run hot until 
the desired temperature is reached. On 
continued operation the temperature 


the lower 2 in. of the tube and swab out 
all nitrocellulose particles adhering to 
the inside wall of the tube. Place the 
methyl violet test paper in the tube so 
that its lower edge is 1 in. from the top 
of the sample in which position the paper 
must remain throughout the test. 
Stopper the tube with a cork provided 
with a hole or notch 4 mm, in diameter 
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■to allow for expansion and contraction 
of the air in the tube. Place the tube 
containing the sample in the heating 
bath maintained at a temperature of 
134.5 dz 0.5 C. The tube shall project 
not less than 5 nor more than 7 mm. 
above the top of the bath. Beginning 
at the end of the first 20 min., inspect 
the tube at 5-min. intervals by lifting 
the tube until the methyl violet paper, 
but not the soluble nitrocellulose, is 
visible above the surface of the bath. 
The end point is reached when the test 



Apparatus 

11. The apparatus shall consist uf 
the following: 

(a) Cylinder.— h glass cylinder 1.0 
zb 0.02 in. (25.4 zh 0.5 mm.) in inside 
diameter, 14 in. in height, and with 
marks 10.0 zb 0.10 in. (254.00 zb 2.5 
mm.) on the side at points about 2 
and 12 in. (50.80 and 304.80 mm.) from 
the top. 

(J) Steel Ball . — A steel ball 0.3120 
to 0.3130 in. (0.794 zb 0.001 cm.) in 
diameter and weighing 2.035 zb 0.010 g. 


TABLE I.— SOLUTIONS FOR CONSISTENCY, 
FILM, AND TOLUOL DILUTION 
TESTS. 


Ingredients 

For- 

mula 

A 

! For- 
mula 
B 

For- 

mula 

C 

For- 

mula 

D 

Soluble nitrocellulose (dried 
at 50 C. to constant weight), 
per cent by weight 

12.2 

20.0 

25.0 

12.2 

Ethyl acetate,® per cent by ’ 
weight. 

17.5 

16.0 

IS.O 


Denatured alcohol, completely 
denatured (No. 5, 188-190 
proof), per cent by weight. . l 

22.0 

20.0 

18.75 


Toluol,® per cent by weight . . 
Normal butyl acetate,® per 
cent by weight 

48.3 

44.0 

41.25 





87.8 


“ Ethyl acetate conforming to the Standard Specifica- 
tions for Ethyl Acetate (85 to 88 per cent Grade) (A.S. 
T.M, Designation: D 302) of the American Society for 
Testing Materials.^ 

® Noncorrosive toluol, 2 C. boiling range, including 
the boiling point of toluene, 110.7 C. 

® Normal butyl acetate conforming to the Standard 
Specifications for Normal Butyl Acetate (88 to 92 per 
cent Grade) (A.S.T.M. Designation: D 303) of the Ameri- 
can Society for Testing Materials.® 


Fig. 6.— Brass Condenser for Stability Test 
Apparatus. 

paper completely loses its violet color. 
For example, if the color is not com- 
pletely changed in 20 min. but in com- 
pletely changed in 25 min. record the 
stability of the sample as 25 min. 

■ Consistency 

Special Solutions Required 

10. The solutions shall conform to the 
formulas prescribed in Table I. 


Procedure 

12. (a) Consistency is determined by 
putting the soluble nitrocellulose in 
solution using a standard formula and 
noting the rate at which a standard 
steel ball drops through the solution. 
Formula A, B, or C (Table I) is usually 
used for determining consistency. Use 
formula A unless the sample gives a 
viscosity with it of 6 sec. or less, in 
which case use formula B; if below 
3 sec. in formula B use formula C. 
The solution of the nitrocellulose will be 
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completed somewhat more quickly if the 
alcohol and toluol are added first and 
the mixture then allowed to stand 5 or 
10 min. before' the ethyl acetate is added. 
Completely dissolve the sample in the 
solvent mixture by agitating in a tightly- 
closed container. Fill the glass cylinder 
with this solution. Stopper the cyl- 
inder, allow to stand until all air bubbles 
have passed out of the solution, and 
bring to a temperature of 25.0 dz 0.1 C. 
Place the cylinder in a vertical position 
and release the steel ball at the center 
of the upper surface of the solution and 
allow it to fall through the solution. 
Record as the consistency of the sample 
the number of seconds required for the 
ball to pass through the 10-in. column 
of solution between the 2 and 12-in. 
(50.80 and 304.80 mm.) marks on the 
cylinder. 

(b) Report— In reporting the con- 
sistency prefix the letter A, B, or C to 
the value of the consistency determined 
in Paragraph (a) in order to indicate 
the solution formula used. 

Solubility and Appearance oe 
Solution 

Procedure 

13. Compare either formula A, B, C, 
or D (Note) with a freshly-prepared 
standard solution of the same t3q)e of 
soluble nitrocellulose of the same form- 
ula. Make the comparison in small 


vials and note the color, turbidity, 
^%rain/’ and *^flock.’V 

Note. — ^Formula A, B, or C which was pre- 
pared for the consistency determination is or- 
dinarily used. When the soluble nitrocellulose 
is to be used for purposes requiring extreme 
transparency and clarity, use formula D. 

, Film Test ■ 

Procedure 

14. Dilute formula A, B, or C (Table 
I) with an equal volume of normal butyl 
acetate and pour the solution beside a 
freshly-prepared standard solution of 
the same type of soluble nitrocellulose 
and of the same formula, on a clean glass 
plate. Allow to dry in a nearly vertical 
position in a dust-free atmosphere. 
Compare the sample with the standard 
for undissolved particles, which indicate 
unnitrated cotton or impurities, and 
for poor flow and poor gloss. 

Toluol Dilution 

Procedure 

15. To 50 ml. of formula D (Table I) 
in a stoppered bottle, add c.p. toluol 
(Note) in small quantities from a 
burette, shaking well after each addition. 
The first permanent separation of sol- 
uble nitrocellulose is taken as the dilution 
value and is expressed as a percentage 
by volume of formula D. 

Note. — Large quantities of butyl acetate 
and toluol should be reserved for this test to 
avoid possible variation between different lots. 
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Standard Method of Test for 

DISTILLATION OF GASOLINE, NAPHTHA, KEROSINE, AND 
SIMILAR PETROLEUM PRODUCTS^ 



A.S.T.M. Designation: D 86 - 46 
Adopted, 1927; Revised, 1930, 1935, 1938, 1940, 1945, 1946.* 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 86; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
use in the distillation of gasoline, 
naphtha, kerosine, and similar petroleum 
products. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Flask , — A standard 100-ml. Eng- 
ler distillation flask, as shown in Fig. 1, 
conforming to the following dimensions 
and permissible variations: 



Centimeters 

!S 

Permissible 
i Variations 


1 

Centi- 

meters 

Inches 

Diameter of bulb, out- 





side... 

6.5 

2.56 

±0.2 

±0,08 

Diameter of neck, inside . 

1.6 

0.63 

±0.1 

±0,04 

Length of neck 

15.0 

5.91 

±0.4 

±0.16 

Length, of vapor tube. ... 

10.0 

3.94 

±0.3 

±0.12 

Diameter of vapor tube, 



±0.05 


outside 

0.6 

0-24 

±0.02 

Diam^eter of, vapor tube,, 
inside... 

0.4 

0-16 

±0.05 

±0.02 

Thickness of vapor tube: 



±0,05 ■ 


wall.. 

0.1 

0.04 

±0.02 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-2 on Petroleum Products and Lubricants. 

*' Prior to adoption as standard, this method, was pub- 
lished as tentative from 19?l to 1927, being revise in 
1923, 1924. andil925. ' 


The position of the vapor tube shall 
be 9 =b 0.3 cm, (3.55 ±0.12 in.) above 



Fig. .1, — Dimensions of 100-mi. Engler Flask. 
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the 'surface of the liquid when the flask shall be 0.259 in. per linear inch of con- 
contains Its charge of 100 ml. The tube denser tube (sine of angle of IS deg.) and 
shall be approximately in the middle of no section of the immersed portion of the 
the neck and set at^ an angle of 75 ± 3 condenser tube shall have a gradient less 
deg. with the vertical. ' than 0.24 in. nor more than 0.28 in. per 

: : (5)'^ linear inch of tube. The projecting 

shows one of the approved t3iTpes) ^ in. lower portion of the condenser tube shall 
(14.29 mm.) in outside diameter made of be curved downward for a length of 3 in. 
No. 20 Stubbs gage seamless brass tub- (7.62 cm.) and slightly backward so as 
ingj 22 in. (55.88 cm.) in length. It to insure contact with the wall of the 
shallbesetso that approximately 15.5 in. receiving graduate at a point approxi- 
(39.4 cm.) of the tube will be in contact mately 1 to 1| in. (2.54 to 3.18 cm.) 



Fig. 2. — Apparatus for Distillation Test. 


with the cooling medium contained in below the top of the graduate when it 
the condenser jacket, subsequently de- is in position to receive the distillate, 
scribed, with about 2 in. outside the The lower end of the condenser tube 
cooling bath at the upper end, and 4,5 in. shall be cut off at an acute angle. The 
outside the cooling bath at the lower end. capacity of the cooling bath shall be not 
The length of tube projecting at the less than 340 cu.in. (5.55 liters) of cooling 
upper end shall be straight and shaE be medium. The arrangement of the tube 
set at an angle of 75 deg, with the in the cooling bath shall be such that its 
vertical. The section of the tube inside center line shall be not less than If in. 
the cooling bath may be either straight below the plane of the top of the bath 
or bent in any suitable contmuous, at its point of entrance and not less 
smooth curve. The average gradient than f in. above the floor of the bath 
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at its exit, . Clearances between the con- 
denser tube and the walls of the bath 
shall be at least | in. except for the 
sections adjacent to the points' of 'en- 
trance and exit... Multiple installations 
are permissible,, provided they conform 
to. the dimensional requirements and the 
capacity of the bath is not less than 
340 cuin, per tube, 

(4 Shield.— A &Udd ,(Fig. 2) 19 in. 
(48.26 cm.) in height, 11 in. (27.94 cm.) 
in length, and 8 in. (20.32 cm.) in width, 
made of sheet metal of approximately 
No. 22 gage, with a door on one narrow 
side having two openings 1 in, (2.54 cm.) 
in diameter equally spaced in each of the 
two narrow sides, and with a slot cut in 
one side for the vapor tube. The centers 
of these four openings shall be 8| in. 
(21.59 cm.) below the top of the shield. 
There shall also be three l-in, (L27-cm.) 
holes in each of the four sides with their 
centers 1 in. (2.54 cm.) above the base of 
the shield. 

(d) Ring Support and A sbestos Boards . — 
A ring support of the ordinary labora- 
tory t3q)e, 4 in. (10.16 cm.) or larger in 
diameter, and supported on a stand in- 
side the shield. Two hard asbestos 
boards, one 6 by 6 by J in. (15.24 by 
15.24 cm. by 6.35 mm.) with a hole 1| in. 
(3.18 cm.)® in diameter in its center, the 
sides of which shall be perpendicular to 
the surface; the other, an asbestos board 
to fit tightly inside the shield, wdth an 
opening 4 in. (10.16 cm.) in diameter 
concentric wdth the ring support. These 
shall be arranged as follows: The second 
asbestos board shall be placed on the ring 
and the first or smaller asbestos board 
on top so that it may be moved in ac- 
cordance with the directions for placing 
the distilling flask. Direct heat shall be 
applied to the flask only through the 
l|-in. (3. 18-cm.) opening in the first 
asbestos board. , 

» When distilling petroleum products having an end 
point above 470 F, (243.34 C.), the hole in the asbestos 
Doard shall be in. (3.81 cm.) m diameter. 


{e) Gas Burner.— A burner so con- , 
structed that sufficient heat .can , be,, ob- 
tained to distill the product at the uni- 
form rate specified in Section 4. The: 
flame shall never be so large that it, 
spreads over a circle of diameter greater 
than 3| in. (8.89 cm.) on the under 
surface of the asbestos board. A sensi- 
tive regulating valve and gas pressure, ' 
governor are desirable -adjuncts, as they . 
give complete control of heating. 

(/) Electric Heater. — An electric,, 

heater may be used instead of a . gas 
burner and shall be capable of bringing 
over the first drop within the time 
specified in Section 4 (a) when started 
cold, and of continuing the distillation 
at the uniform rate. The electric heater 
shall be fitted with an asbestos board top 
I to J in. (3.18 to 6.35 mm.) in thickness, 
having a hole 1 J in. (3.18 cm.) in diame- 
ter in the center. When an electric 
heater is employed, the portion of the 
shield above the asbestos board shall be * 
the same as with the gas burner but the 
part below the board may be omitted, 
(g) Thermometer. — An A.S.T.M. Low- 
Distillation Thermometer, total immer- 
sion, graduated in either Centigrade or 
Fahrenheit degrees, having a range of 0 
to 300 C. or 30 to 580 F. and conform- 
ing to the requirements for thermometer 
7C”39 or 7F- 39, respectively, as pre- 
scribed in the Standard Specifications 
for A.S.T.M. Thermometers (A.S.T.M. 
Designation: E 1)."^ 

{h) Thermometer. — An A.S.T.M. High- 
Distillation Thermometer, total immer- 
sion, graduated in either Centigrade or 
Fahrenheit degrees as specified, having a 
range of 0 to 400 C. or 30 to 7 60 F. and con- 
forming to the requirements for ther- 
mometer 8C - 42 or 8F - 42, respectively, 
as prescribed in the Standard Specifi- 
cations for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E 1)-^ 

4 Appears in tins publication, see' Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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(i) Gmimie,—A gmdnB,tc of the 
..cylindrical type, of uniform diameter,, 
.with a. pressed or^' molded base ■ and a 
lipped top. , The cylinder shall be gradu- 
ated to contain 100 ml, and the 
graduated portion shall be not less than 
7 in. (17.78 cm.) nor more than 8 in. 
(20.32 cm.): in length. It shall be gradu- 
ated in single ' milliliters and each fifth 
mark shall be distinguished by a longer 
line. It shall be numbered from the 
bottom up at intervals of 10 ml. The 
over-all height of the graduate shall be 
not less than 9| in. (24,8 cm.), nor more 
than lOJ in. (26.0 cm.). The gradua- 
tions shall not be in error by more than 1 
ml. at any point on the scale. 

Note L— Cylinders lacking the bottom 1-ml. 
line will not be rejected. 

Preparation of Apparatus 

3. (a) The condenser bath shall be 
filled with cracked ice,^ and enough 
* water added to cover the condenser tube. 
The temperature shall be maintained 
between 32 and 40 F. (0 and 4.45 C.). 

(6) The condenser tube shall be 
svrabbed to remove any liquid remaining 
from the previous test. A piece of soft, 
lint-free cloth attached to a cord or 
copper wire may be used for this purpose. 

{c) A 100-mi. sample shall be mea- 
sured in the 100-mL graduated cylinder 
at 55 to 65 F. (12.8 to 18.3 C.) and 
transferred directly to the distillation 
flask. None of the liquid shall be per- 
mitted to flow into the vapor tube. 

(d) The thermometer (Note 2) pro- 
vided with a cork shall be fitted tightly 
into the flask so that it will be in the 
middle of the neck and so that the lower 
end of the capillary tube is on a level 
with the inside of the bottom of the 
vapor outlet tube at its junction with the 
neck of the flask. The thermometer 
shall be approximately at room temper- 
ature when placed in the flask. 


Note 2 . — Either the A.S.T.M . High- or Low- 
Distillation Thermometer shall be used depend- 
ing upon the initial boiling point and the end 
point of the product. Use the A.S.T.M. Low- 
Distillation Thermometer for all materials ex- 
cept tliose found to have both the initial boiling 
points higher than 212 F. (LIOG.) and final 
boiling points higher than 482 F. (250 C.) as 
determined using that thermome ter. 

(e) ThC' charged flask shall be placed 
in the IJ-in, (3.18-cm.) opening in tne 
6 by 6-in. (15.24 by 15.24-cm.) asbestos 
board with the vapor outlet tube inserted 
into the condenser tube. A tight con- 
nection may be made by means of a cork 
through which the vapor tube passes. 
The position of the flask shall be so 
adjusted that tlie vapor tube extends 
into the condenser tube not less than 1 in. 
(2.54 cm.) nor more than 2 in. (5.08 cm.). 

(jO The graduated cylinder used in 
measuring the charge shall be placed, 
without drying, at the outlet of the 
condenser tube in such a position that 
the condenser tube shall extend into the 
graduate at least 1 in. (2.54 cm.) but 
not below the 100-mL mark. Unless 
the temperature is between 55 and 65 F. 
(12.8 and 18.3 C.) the receiving graduate 
shall be immersed up to the iOO-ml. mark 
in a transparent bath maintained be- 
tween these temperatures. The top of 
the graduate shall be covered closely 
during the distillation with a piece of 
blotting paper or its equivalent, cut so 
as to fit the condenser tube tightly. 

Procedure 

, 4. (a) When everything is in readi- 
ness, heat shall be applied at a uniform 
rate, so regulated that the first drop of 
condensate falls from the condenser in 
not less than 5 nor' more than 10 min. 
The distillation thermometer shall be 
read 2 min. after heat is applied and the 
indication recorded as the ^‘correction 
temperature.” , This figure is of sig- 
nificance only 'in cases when there is a 


® Any otlier convenient cooling medium may be used. 
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question as to' the' accuracy® of the initial 
boiling point j as subsequently deter- 
mined. When the first drop falls from 
the end of the condenser the reading of 
the distillation thermometer shall be 
recorded as the initial boiling point 

(b) The receiving cylinder shall then be 
moved so that the end of "the condenser 
tube shall touch the side of the cylinder. 
The heat shall then be so regulated that 
the distillation proceeds at a uniform 
rate of not less than 4 ml. per min. nor 
more than S ml. per min. The volume 
of distillate collected in the cylinder shall 
be observed and recorded, to the nearest 
0.5 ml, when the mercury of the ther- 
mometer reaches each point that is a mul- 
tiple of 10 C. or the Fahrenheit equivalent 
of this point (30 C., 40 C., 50 C., 60 C., 
etc., or 86 F., 104 F., 122 F., 140 F., etc.). 
If preferred, the reading of the distilla- 
tion thermometer may be observed and 
recorded when the level of the distillate 
reaches each 10-ml. mark on the gradu- 
ate. In case a product is being tested 
to ascertain whether or not it conforms 
with a given specification, all necessary 
observations shall be made and recorded, 


* The initial boiling point is one of tbc observations 
wbicb it is customary to report as indicative of the qua! ty 
of gasoline. It is a point which is very difficult to check, 
especially when duj^ficate tests arc made at different room 
temperatures, and it has not been found practical to de- 
vise an accurate method of correcting for this unavoidable 
variation in operating conditions. The practical signifi- 
cance of initial boiling point is not regarded as sufficient 
to warrant requiring that tests be conducted under re|fU“ 
lated conditions of room temperature. The following 
directions are included as an expedient intended to ob- 
viate some of the difficulties that develop on account of 
the practice of including initial boiling point limits in 
specifications for the purchase and sale of gasoline: 

If the “correction temperature*’ is below 70 F. (21 C.) 
or above 80 F. (27 C.), the observed initial boiling point, 
if it is below ISO F. (^ C.), may be considered incorrect 
by an amount not less than one third the difference be- 
tween the “correction temperature” and 75 F. (24 C.). 
In case there is a dispute between the purchaser and the 
seller, the observed initial boiling point figures obtained 
by all parties shall be revised according to the following 
formula: 

_ - Correction Temperature (deg. Fahr.) — 75 

M *“ O g 

where R the revised initial boiling point, and 
O ** the observed initial boiling point. 

If all of the revised figures fall within the specification 
limit the gasoline in question shall be considered as pass- 
ing; otherwise arrangements shall, if possible, be made to 
conduct a distillation test with the room temperature 
maintained between the limits of 70 and 80 F. (21 and 
27 C.), inclusive. 


whether or not they are included in, the 
series ordinarily employed by the labora- 
tory making the test. 

(c) No adjustment of the heat shall 
be 'made after the liquid residue in the 
flask is approximately 5 ml. unless the 
time required to bring over the last S ml. 
of distillate and reach the end point 
exceeds 5 min. The end point is : the 
maximum temperature observed on the 
distillation thermometer and is usually 
reached after the bottom of the flask haS: 
become dry. If the bottom of the flask 
is not dry the operator shall record this 
fact. 


TABLE I. 


Temperature Range 

Correction® per 
10-mm. Difference 
in Pressuxe 

deg. Cent. 

deg. Fahr. 

deg. Cent. deg. Fahr. 

10 to 30 

SO 

to 

86 

0.35 

0.63 

30 to 50 

86 

to 

122 

0.38 

0.68 

SO to 70 

122 

to 

158 

0.40 

0.72 

70 to 90 

158 

to 

194 

0.42 

0.76 

90 to no 

194 

to 

230 

0.45 

0.81 

110 to 130 

230 

to 

266 

0.47 

0.85 

130 to 150 

266 

to 

302 

O.SO 

0.89 

150 to 170 

302 

to 

338 

0.52 

0.94 

170 to 190 

338 

to 

374 

0.54 

0.98 

190 to 210 

374 

to 

410 

0.57 

1.02 

210 to 230 

410 to 

446 

0.59 

1.06 

230 to 250 

446 

to 

482 

0.62 

■ 1.11 

250 to 270 

482 

to 

518 ' 

0.64 

1.15 

270 to 290 

518 

to 

554 1 

0.66 

1.19 

290 to 310 

554 

toS90 ; 

0.69 

1.24 

310 to 330 

590 

to 626 1 

0.71 

1.28 

330 to 350 

626 

to 

662 

0.74 

1.32 

350 to 370 

662 

to69S 

0.76 

1.37 

370 to 390 

69S 

to 

734 

0.78 

1.41 

390 to 410 

734 

to 

770 

0.81 

1.45 


• To be added in case barometric pressure is below 76© 
mm.; to be subtracted in case barometric pressure is above 
7<50 ram. 


(d) In case the time required to bring 
over the last 5 ml. of distillate and reach 
the end point exceeds 5 min. the test 
shall be repeated and the heat shall be 
adjusted when the liquid residue reaches 
5 ml. This adjustment may be either 
an increase or a decrease but must ac- 
complish the purpose of bringing the 
period required to vaporize the last 5 ml. 
of distillate and reach the end point 
within the limits of 3 and 5 min. ' ' 

(e) The total volume of the distillate 
collected in the receiving graduate shall 
be recorded as the recovery. 
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(/) The cooled, residue shall be poured' 
from,,, the , flask '. into. '.a small cyHnder 
graduated, ill, 0.1 rnL,' measured when cool 
and the volume recorded as residue, 

, ,' (g), , The ,. difference between 100 ml. 

: and ^ the', sum ^ of the recovery and the 
residue shall be calculated and recorded 
as distillation loss, 

(h) The, sum of the volume collected 
in, the cylinder at any specified tempera- 
ture and the distillation loss may be 
recorded as the percentage evaporated 
at' the temperature in question. Clear 
distinction shall be made between the 
inclusion or exclusion of the distillation 
loss figure in the report of the volume of 
distillate obtained at any prescribed 
temperature. In the first case the figure 
shall be reported as the volume evapo- 
ratedj in the second, as the volume 
recovered, 

Reproducibiflty of Results 

5. With proper care and strict atten- 
tion to details, duplicate results obtained 
for initial boiling point and end point, 
respectively, should not differ from each 
other by more than 6 F. (3.3 C.), 
Duplicate readings of the volume of 
distillate collected in the cylinder when 
each of the prescribed temperature 


points is reached should not differ from 
each other by more than 2 ml. In case 
observations are made on the basis of 
prescribed percentage points, the differ- 
ences in temperature readings should not 
exceed the amounts equivalent to 2 ml. 
of distfllate at each , point, in questio,n. 

Correction for Barometric Pressure 

6. The actual barometric ' pressure' 
shall be ascertained and recorded, but 
no correction shall be made except in 
case of dispute. In such cases the 
temperature points shall be corrected to 
760 mm. (29.92 in.), by the use of the 
Sydney Young equation, as follows: 

For Centigrade readings: 

Cc - 0.00012 (760 - P) (273 + 4) 

For Fahrenheit readings: 

Cf = 0.00012 (760 - P) (460 + 0 

where Cc and C/ = the corrections to be 
added to the observed temperature ic or 
tf respectively, and 

P = the actual barometric pressure 
in millimeters of mercury. 

Table I is a convenient approximation 
of the corrections as calculated by the 
above equation. 
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This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 56; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L id) This method of test is intended 
for determining the flash point of all 
mobile liquids flashing below 175 F. 
(79 C.), with the exception of products 
classed as fuel oil which are preferably 
tested with the A.S.T.M. Pensky-Mar- 
tens closed tester.^ 

(5) Provision is made in Sections 7 
and 8 of this method for determining 
the flash point of lacquer solvents or 
diluents of low flash points. 

Apparatus 

2. {a) Tag Closed Tester . — The Tag 
closed tester, a diagram of which appears 
in Fig. 1, shall conform to the di- 
mensional requirements prescribed in 
Table I 

The plane of underside of cover shall 
be between the top and bottom of the 
burner tip when the tip is fully depressed. 

i Under the standardization i>rocedure of the Society, 
this method is under the joint jurisdiction of A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products, and Committee D-2 on Petroleum Products and 
Lubricants. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1918 to 1919, being revised in 1919. 
Editorially revised and rearranged in 1939. 

# See the Standard Method of Test for Flash Point by 
Means of the Pensky-Martens Closed Tester, (A.S.T.M. 
Designation: D93), 1946 Book of A.S.T.M. Standards, 
PartllLA. 


(6) Thermometers . — Two thermom- 
eters are required, one for measuring the 
temperature of the sample under test, 
the other for measuring the temperature 
of the bath. Two A.S.T.M. P.M. and 
Tag Thermometers, graduated in either 


TABLE I.— DIMENSIONAL REQUIREMENTS OF 
TAG CLOSED TESTER. 



Inches 

Centimeters 


Min. 

Normal 

Max. 

Min. 

Normal 


Depth of water 
surface below 
top of cup 

1% 


1% 

t 

2.74 

2.78 

2.82 

Depth of oil sur- 
face below top of 
cup 


154 

m 

2.90 

2.94 

2,98 

Depth of top of 
bulb of oil ther- 
mometer when 
in place below 
top of cup 

nk 

mt 

U34 

3.25 

3.33 

3.41 

Inside diameter of 
oil cup at top. . . 

2, Vo 

2H 

2 iVo 

5,39 : 

5.40 

3. 41 

Diameter of bead 
on top of cover. 

% 

% 

% 

0.36 : 

0,40 

0.44 

Weight of oil cup.. 



67 to 69 g. 


Gentigrade or Fahrenheit degrees as 
specified, having a range of —7 to +110 
C. or +20 to +230 F. and conforming to 
the requirements for thermometer 9C ~ 39 
or 9F - 39, respectively, as prescribed m 
the Standard Specifications for A.S.T,M. 
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Tbermometers (A»S.T.M« DcsigimtioD: 
E l) of the American Society for Testing 
Materials^ shall be used. 

Procedure 

3. (a) The test shall be performed in 
a room or compartment darkened suffi- 
ciently to permit ready detection of the 
flash. ' 

(b) Care shall be taken to have the 
tester level and steady. It shall be 
surrounded on three sides by an enclosure 
for protection from drafts. (A shield 
18 in. square and 24 in. in height, open 
in front, is suggested. Tests made in a 
laboratory hood or near ventilators are 
not to be relied upon.) 

(c) Gas may be used for the test 
flame and for heating the water bath. 
If gas is not available for the test flame, 
a wick of cotton cord may be inserted 
in the burner tip, a small quantity of 
cotton waste placed in the oil chamber 
to which the burner tip is attached and 
the chamber filled with signal, sperm, or 
lard oil. An alcohol lamp may be used 
for heating the water bath as a substitute 
for gas. 

(d) The water bath thermometer shall 
be placed in the collar provided for it 
and the bath filled with water until it 
overflows. The temperature of the water 
in the bath shall be such that when 
testing is started it will be at least 20 F. 
(11 C.) below the probable flash point 
of the oil to be tested. 

(€:) The oil cup shall be placed in its 
proper position in the water bath and SO 
ml. of ^e oil to be tested shall be meas- 
ured into it, using an accurate graduate 
or other measuring device for the pur- 
pose. The temperature of the oil shall 
be atleast 20 F. (11 C.) below its prob- 
able flash point when the' test is started. 
Air ' bubbles on) the surface of the oil 
■shall be destroyed, and the cover with 
the flash point' thermometer in place 
shaH then be properly attached to the 

; < Appears^ in this publication, see Contents in Numeric 
SeQUcncc olA.S.TjM. Designations at front of book. 


bath collar. The test -flame shall be 
lighted, the flame being adjusted to the 
size of the small white, bead on, the cover. 

(0 The gas burner or ' alcohoi lamp 
shall be centrally placed in the base of 
the tester and lighted. The flame shall 
be so adjusted that the temperature of 
the oil in the cup rises at the rate of 1.8 F. \ 
(1 C.) per min. as closely as possible, 
but in any case not faster than 2 F. 
(1.1 C.) nor slower than 1,6 F. (0.9- 0.) 
per min. 

(g) The barometric pressure shall be 
recorded. If a barometer is not avaE- 
able, the figure may be obtained from 
the nearest Weather Bureau Station and 
an appropriate correction made for 
difference in altitude between such 
station and the laboratory. 

(h) The initial temperature of the oil 
shall be recorded. 

(i) When the temperature of the oil is 
9F. (5 C.) below its probable flash 
point, the knob on the cover shall be 
turned in such a manner as to introduce 
the test flame into the vapor space of the 
cup, and immediately turned back again. 
The time consumed in turning the knob 
down and back shall be about one full 
second, or the time required to pro- 
nounce distinctly the words ‘Thousand 
and one.^’ 

(i) The time at which the first intro- 
duction of the test flame is made and 
the temperature of the oil shall be re- 
corded. 

{k) The application of the test flame 
shall be repeated after each 1 F. (0.5 C.) 
rise in temperature of the oil until a 
distinct flash in the interior of the cup is 
observed. The true flash must not; be 
confused with the bluish halo' which 
sometimes surrounds the test flame dur- 
ing applications immediately preceding 
the actual flash. 

Q) The time and the temperature of - 
the oil when the flash point is reached 
shall be ^recorded. 
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Repeat Tests ■ 

4. (a) If the rise in temperature of the 
oil from the time ' of making the first 
introduction of the test flame to the 
time at which the flash point is observed 
was more rapid than 2 F, (1.1 C.) per 
min., or slower than 1.6 F. (0.9 C.) 
per min., the test shall be repeated, 
adjusting the gas burner or alcohol lamp 
to the proper rate of heating. 

(6) It is not necessary to turn off the 
test flame with the small regulating 
valve on the cover; it may be left ad- 
justed to the proper size of flame. 

(^) After completing the preliminary 
test to determine the approximate flash 
point, the burner or lamp shall be re- 
moved, the oil cover lifted and the 
thermometer bulb carefully wiped off. 
The oil cup shall be removed, emptied, 
and carefully wiped until dry. 

{d) The temperature of the bath shall 
be lowered by the addition of cold water 
until it is 15 F, (8 C.) below the flash 
point of the oil as shown by the prelimi- 
nary test. 

{e) The oil cup shall be replaced and a 
fresh 50- ml. sample measured into it. 
The test procedure, as described in Sec- 
tion 3, shall then be repeated, introduc- 
ing the test flame for the first time, how- 
ever, when the oil temperature is 10 F, 
(S.5 C.) below the flash point obtained 
in the preliminary test. 

(/) Oil which has once been subjected 
to the flash test shall be discarded. 

(g) If test is to be repeated, a fresh 
sample shall be used. 

Average Value of Flash Point 

5. If two or more determinations agree 
within 1 F. (0.5 C.), the average of these 
results, corrected for barometric pres- 
sure, shall be considered the flash point. 
If two determinations do not check 
within 1 F. (0.5 C.), a third determina- 
tion shall be made and, if the maximum 


variation of the three tests is not greater 
than 2 F, (1 G.), their average, after 
correcting for barometric pressure, shall 
be considered the flash point. 

Correction for Barometric Pressure 

6. Correction for barometric pressure 
shall be made only in cases of dispute or 
when the barometer reading varies more 
than I in. (13 mm.) from the standard 
pressure of 29.92 in. (760 mm.). When 
the barometer reading is below this 
standard pressure, add to the thermom- 
eter reading 1.6 F. (0.9 C.) for each 1 in, 
(25 mm.) of barometer difference to 
obtain the true flash point. When the 
barometer reading is above the standard 
pressure, deduct 1.6 F. (0.9 C.) for each 

1 in. (25 mm.) of barometer difference 
to obtain the true flash point. 

Determination of Flash Point of Lacquer 
Solvents or Diluents of Low 
Flash Point 

Apparatus 

7. The apparatus shall consist of the 
following: 

{a) Flash Point Tester . — As described 
in Section 2 {a). 

(b) Thermometer . — For determining 
flash points below 40 F. (4.4 C.), suitable 
thermometers of low range shall be used. 
These thermometers shall conform to 
the requirements specified in Section 

2 (5) except that the ranges shall be 0 F. 
to 120 F. or -20 C. to +50 C. These 
thermometers may not be used in the 
testing of materials flashing above 70 F. 
(21.1 C.). 

Procedure 

8. The procedure to be followed shall 
be the same as that described in Sections 

3 to 6, except that in determining flash 
points below 40 F. (4.4 C.) the bath 
shall be filled with brine or other low- 
freezing liquid instead of water. 



Standard Methods of 

SAMPLING AND TESTING LACQUER SOLVENTS AND 

DILUENTS* 



A^S.T.M. Designation: D 268 - 46 
Adopted, 1933; Revised, 1941, 1942, 1944, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 268; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods^® cover procedures 
for the sampling and testing of solvents 
and diluents for use in the manufacture 
of nitrocellulose lacquer. 

Sampling 

2. (a) The method of sampling speci- 
fied in Paragraph (6) or (c) shall be used, 
according to the special conditions that 
obtain. 

(b) From Loaded Tank Car or Other 
Large Vessel.— -The composite sample 
taken shall be not less than | gal. and 
should consist of small samples of not 
more than 1 qt. each, taken from near 
the top and bottom by means of a metal 
or glass container with removable stop- 
per or top. This device, attached to a 
suitable pole, shall be lowered to the 
desired depth, when the stopper or top 
shall be removed and the container 
allowed to fill. 


1 Uuder the standardization procedure of the Society, 
these methods are under the jurisdiction of the A,S,T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1927 to 1933, being revised in 
1929, 1930, and 1931. 

2“ A tentative revision of this standard has been issued 
in the form of the Tentative Method of Test for Ester. 
Value of Tricresyl Phosphate (A.S.T.M. Designation: 
D 268-46T), seep. 1575. 


(c) From Barrels aftd Drums . — At 
least 5 per cent of the packages in any 
shipment shall be represented in the 
sample. The purchaser may increase 
the percentage of packages to he sampled 
at his discretion, and it is recommended 
that every package be sampled in the 
case of expensive solvents that are 
bought in small quantity. A portion 
shall be withdrawn from about the center 
of each package sampled by means of a 
^^thief^ or other sampling device. The 
composite sample thus obtained shall 
be not less than 1 qt. and shall consist 
of equal portions of not less than | pt. 
from each package sampled. 

Specific Gravity 

Procedure 

3. Determine the specific gravity by 
any convenient method that is accurate 
to the third decimal point, the temper- 
ature of both sample and water being 

20 C. 

, Color 

Procedure 

4. (a) Compare the sample and the 
reference standard, agreed upon by the 
purchaser and the seller, in iOO-ml. 


. ; nos. . 

A "‘tentative revision” of this standard appears on p. 1575. 
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Nessler tubes baving colorless bottoms 
and having the sides covered with 
opaque paper for the purpose of elimi- 
nating sidelight. Fill the tubes to a 
height of approximately 24.S cm., and 
view them from a point directly above 
the tube, using a white background 
beneath the bottom of the tube. For a 
solvent to be rated water-white, the 
visible color shall not be darker than a 
solution of 0.0030 g. of K2Cr207 in 1 
liter of water when tested in the above 
manner.' 

(J) Color of Trier esyl Phosphate . — 
The Hazen platinum-cobalt solution, 
prepared as follows,^ shall be used as the 
standard for the color test of tricresyl 
phosphate: 

Dissolve 1.245 g. of potassium platinic 
chloride (PtGl4-2KCl) containing 0.5 
g. of platinum and 1 g. of crystallized 
cobalt chloride (C 0 CI 2 *61120) containing 
0.25 g. of cobalt in 100 ml. of HCl (sp. 
gr. 1.18) and dilute to 1 liter with 
distilled water. This solution has a 
standard color of 500. 

By placing 4 ml. of the color solution 
in a colorless 100-mL Nessler tube and 
diluting to the mark with distilled water, 
a standard color of 20 is obtained. For 
a standard color of 100, 20 ml. of the 
color solution shall be used. 

Distillation 

Procedure 

5. Conduct the distillation test in 
accordance with the Standard Method 
of Test for DistiUation of Gasoline, 
Naphtha, Kerosine, and Similar Petro- 
leum Products (A.S.T.M. Designation: 
D 86) of the American Society for Test- 
ing Materials/ with the following ex- 
ceptions: 

(i) The thermometer used shall be 

an A.S.T.M, Partial Immersion Ther- 


®This method is described m “St&ndard Methods of 
Chemical Analyses,” Fifth Edition, Vol. 2, p. 2048, Scott. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


mometer graduated ■ in Centigrade 
degrees having a range of either —20 
to “f-150C. or —5 to +300C., 
according to the boiling range of the 
material tested, and shall conform 
to the requirements for thermome- 
ter 1C - 39 or 2C - 39, respectively, 
as prescribed in the Standard Specifi- 
cations for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E 1).^ 

{2) The temperature at the end 
point of the distillation, which shall 
be termed the ^'dry point, is the 
temperature observed on the distilla- 
tion thermometer when the last drop 
of liquid leaves the bottom of the 
distillation flask. 

(J) Make observations of volumes 
of distillate at the temperature speci- 
fied for the individual solvent or 
diluent under test. 

Nonvolatile Matter 
Procedure 

6. Place 100 ml. of the sample in a 
weighed porcelain evaporating dish, 
evaporate almost to dr 3 mess on a steam 
bath, then heat to constant weight in an 
oven at 100 to HO C. The increase 
in the weight of the dish is the nonvola- 
tile matter of the sample, which should 
be expressed in grams per 100 ml. 

Residual Odor 

Procedure 

7. Determine residual odor for all 
solvents and diluents in which residual 
odor is an important property. Dip 
strips of heavy filter paper, of the same 
size' and shape, to the same depth in 
beakers or wide-mouth bottles con- 
taining the sample and the reference 
standard, ' Allow the filter papers tc 
dry in air at room temperature and 
examine them at suitable intervals foi 
difference in odor. 
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Water by the Turbidity Method 

Procedure 

8. Transfer 5 mL of the sample to a 
lOO-ml. : glass-stoppered cylinder, and 
add 60® A.P J. gasoline in 5-mL portions 
until the total volume specified is ob- 
tained, shaking' well after each addition. 
Both sample and gasoline shall be at a 
temperature of 20 C. when used. . Water 
is indicated by turbidity. If turbidity 
develops, test the reference standard 
in the same way and compare with the 
sample. 

Water by the Iodine 
Reagent Method 

Scope 

9. (a) This method of test covers a 
procedure for the determination of water 
present in any proportion in most organic 
liquids, such as lacquer solvents and 
diluents.® 

(b) Carbonyl compounds and primary, 
secondary, and certain tertiary amines 
react slowly with the reagents causing a 
fading end point and consequently er- 
ratic results. This procedure has been 
modified to include such compounds and 
to eliminate these undesirable side 
reactions. 

Principle of Test 

10. (a) In the presence of water, iodine 
and sulfur dioxide react as follows: 

I2 + SO2 + H2O t:; 2 HI + SO3 

(&) The iodine and sulfur dioxide are 
dissolved in substantially dry methanol to 
which is added sufficient pyridine to neu- 
tralize the HI and SO3 fomied by the 
following reaction: 

2HI + SOs + 3<^ — » 


& This procedure has beeu adapted from the method of 
Karl Fischer published in Angewandte Chemie, VoL48,pp. 

(1925); Chemical Absirads, Vol. 29^ 6532 (1935) » 
and from further observations by Smith, Bryant, and 
Mitchell published in the Journal, Am Chemical Soc,, Vol. 
6i;p. ^2407' (1939).' ' " " 


V 


H 


X 


/“ 

V 


X! 


SO21 


0 



+ CH3OH 


SO4CH3 




H 


(i:) When a solution containing water 
is titrated with the reagent the color 
fades instantaneously until all the water 
is consumed. The persistence of the 
brown iodine color indicates the end 
point of the reaction. 


Reagents 


11. Iodine - Snlfnr Dioxide , — ^Prepare 
the iodine - sulfur dioxide as follows by 
dissolving the listed materials in the 
order shown: 


Methanol, substantially dry 5b 

Iodine 254 g! 

Pyridine, dry, freshly distilled 790 g. 

Sulfur dioxide, dried by passing through 

H 2 SO 4 (sp. gr. 1.84) _ 192 g. 

Note 1 . — It is desirable that the methanol and 
py ridine contain a minimum amount of water in 
order that the titration of the blank may be held 
to a small value. 

Note 2. — The reagent rapidly loses strength 
when exposed to the air and it is best preserved 
and used in an automatic burette.® All vents 
open to the air must have protective calcium 
chloride tubes. Much of the accuracy of the 
method is lost if an ordinary burette is used 
without special precautions. 


Standardization of Reagent 

12. {d) Place 10 to 15 ml. of substantially 
dry methanol in a 12S-mL glass-stop- 
pered Erlenmeyer flask which has been 
carefully dried. Titrate the methanol 
with the reagent until the brown color 
of the iodine persists. Shake the con- 
tents of the flask vigorously near the end 
of the titration and continue titrating 

6 A type similar to model 1955 mamifactured by the 
Scientific Glass and Apparatus Go., Blooirfield, N. J., may 
be used. 
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until the color change is permanent. 
Keep the flask stoppered as much as 
possible as there is sufiicient moisture 
in the air to fade the end point (Note). 

Note.— D uring the titration the solution 
turns yellow after the addition of the first few 
milliliters of the reagent. This color change 
must not be confused with the true end point. 
Although the yellow color deepens towards the 
end of the titration, the transition from yellow 
to brown is quite sharp and easily reproducible. 

(b) Weigh 0.05 to 0.08 g. of distilled 
water (about 2 to 4 drops) into the 
flask from a Grethen or similar weighing 
pipette. Again titrate to the same 
brown end point. Make several check 
determinations. 

(c) Standardize the reagent daily to 
obtain the best results. Calculate the 
factor for the reagent in grams of water 
consumed by 100 mi. of reagent as 
follows: 



where: 

A = water consumed in grams by 100 
ml. of reagent, 

B = water in grams used in stand- 
ardization, and 

C = milliliters of reagent required for 
titration. 

Sample 

13. (a) Use a portion of the sample 
such that the amount of water present 
corresponds to 40 to 45 ml. of the reagent. 
The amount of sample to be used can 
best be estimated by a previous knowl- 
edge of the approximate water content 
or by a preliminary trial. 

Note —If absolutely dry materials were 
available for the preparation of the reagent the 
theoretical factor would be about 0.36. Actually, 
the factor is usually about 0.18 due to small 
quantities of water in the reagents. The follow- 
ing table gives a few typical examples of suitable 
samples to use for reagents having a factor of 
0.16 and 0.20. Such samples will give a titra- 
tion of 40 ml. 


Size of Sample, g. 


Water, per cent 

0.16 Factor 

0.20 Factor 

0.2... 

32.0 

40.0 

1 

........ 6.4 

8.0 

10..... 

........ 0.64 

0.8 

50 

0.13 

0.16 

80 

0.08 

0.1 

100 

0.06 

0.08 


These amounts may be increased as much as 
20 per cent, giving a titration of 48 ml. or de- 
creased to a sample size convenient for pipetting 
or weighing. 

(b) Samples having a volume of more 
than 1 mi. may be measured volumetri- 
cally with an accurately calibrated 
pipette. Weigh all smaller samples. 

Procedure 

14. (a) Place 10 to 15 ml. of methanol 
in a 125-mL glass-stoppered Erlenmeyer 
flask and titrate to a brown end point, 
observing the precautions given in Section 
12. Add the sample and again titrate 
with the reagent to the same brown end 
point. 

(b) When determining water in the 
presence of carbonyl compounds replace 
the methanol with 25 ml. of substantially 
dry, freshly distilled pyridine. 

(c) In the presence of amines, use 10 
to 15 ml. of reagent grade glacial acetic 
acid in place of the methanol. Use 50 
ml. of the acid if more than 10 ml. of 
sample is to be used. 

Calculation 

15. Calculate the percentage by weight 
of water present as follows: 

w . 

where: 

W — percentage by weight of water 
present, ' 

A = water in grams consumed by 100 
ml. of reagent, 

C = milliliters of reagent required for 
titration, and 

D = grams of sample used. 
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. AcLDixy 

Procedure 

16. (a) Using a pipette, transfer 50 ml. 
of the sample to a small Erlenmeyer 
flask and titrate with 0.1 A KOH in 99 
per cent methyl alcohol, using phenol- 
phthalein as an indicator. Calculate 
the weight of the sample from the 
specific gravity and report the acidity 
as milligrams of KOH per gram of 
sample; in the case of esters also express 
the results as a percentage by weight 
of the appropriate acid. 

{b) Acidity of Tricresyl Phosphate,— 
Transfer 100 g. of the sample to a 500-ml. 
Erlenmeyer flask and add 100 ml. of neutral 
ethyl or methyl alcohol. Titrate with 0. 1 
N KOH in 99 per cent methyl alcohol, 
using phenolphthalein as an indicator. 
Calculate the percentage of free add as 
H3PO4 as follows: 

Free acid, per cent == AB X 0.0327 
where: 

A = milliliters of KOH solution required 
for titration of the sample, and 
B = normality of the KOH solution. 

Alkalinity 

Procedure 

17. {a) Determine the alkalinity of 
solvents and diluents only when indi- 
cated by the results obtained in Section 
16. Using a pipette, transfer 50 ml. of 
the sample to a small Erlenmeyer flask 
and titrate with 0.1 iV H2SO4, using 
methyl orange as an indicator. Calcu- 
late the weight of the sample from its 
specific gravity and report the alkalinity 
as milligrams of KOH per gram of 
sample. 

(5) Alkalinity of Acetone , — To 100 
ml. of acetone contained in a small 
Erlenmeyer flask, add 0.3 ml. of 0.01 N 
H 2 SO 4 and 0.5 ml. of 0.3 per cent 
aqueous para-nitrophenoL The reac- 
tion shall not be alkaline to para-nitro- 
phenol. 


Ester. Value : . 

Procedure 

18. {a) Weigh 1 to 2 g. of the sample 
in an ampoule by first weighing' the 
empty ampoule, warming and filling, and 
then sealing-oS and reweighing (Note l). 
Place the ampoule in a 200-mL Erlen- ■ 
meyer flask which contains approxi- 
mately one and one-half times the 
theoretical quantity of 0.5 N aqueous 
KOH (Note 2 ) required for complete sa- 
ponification. If the sample is insoluble 
in aqueous KOH, add sufficient water- 
soluble alcohol, free from saponifiable 
material, to effect solution. Break the 
ampoule with a stirring rod and connect 
the flask to a reflux condenser. Heat the 
flask on a steam bath for 1 to 4 hr., 
depending on the ester being tested, 
or until saponification is complete. 
During the heating, shake the set-up 
and contents frequently, taking the 
usual precautions to lose none of the 
contents. After the apparatus has 
cooled, rinse the condenser with distilled ' 
water and add three drops of phenol- 
phthalein to the contents of the flask 
as an indicator. Titrate the contents 
of the flask with 0.5 N HCL Run two 
blanks along with the sample, using 
aqueous KOPI and the same amount of 
alcohol as was used with the sample. 
These blanks should check to the first 
decimal point. Report the result as 
percentage of ester by weight, allowing 
in the calculations for acidity or alka- 
linity as determined in Sections 16and 17. 

Note 1. — ^An optional method of weighing the 
sample is in a small weighing bottle, removing 
the stopper by means of a glass rod after intro- 
duction into the pressure bottle or by agitating 
the contents of the pressure bottle. 

Note 2. — Any suitable aqueous alkali may be 
used in place of aqueous KOH. 

( 6 ) Optional Method , — Weigh 1 to 2 
g. of the sample in an ampoule by first 
weighing the empty ampoule, warming 
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and ' fillings and sealing»off and re- 
weigMng (Note 1), Place the ampoule 
in a pressure bottle of approximately 
■32S-ml capacity (the spring top mag- 
nesium-citrate bottle is satisfactory) 
which contains one and one-half times 
the theoretical quantity of 0.5 N aqueous 
EOH (Note 2) required for complete sa- 
ponification. If the sample is insoluble 
in aqueous KOH, add sufficient water- 
soluble alcohol, free from saponifiable 
material, to effect solution. Break the 
ampoule with a glass rod, subsequently 
washing the liquid adhering to the rod 
back into the bottle. After thorough 
agitation, heat the bottle and contents 
on a steam bath for 1 to 4 hr., depend- 
ing on the ester being tested, or until 
saponification is complete. After the 
proper heating, allow the bottle to cool, 
then open the bottle, and rinse the under 
side of the stopper and the sides of the 
neck with distilled water. Add three 
drops of the phenolphthalein solution 
to the contents of the flask as an indi- 
cator and titrate with 0.5 N HCL Run 
two blanks along with the sample, using 
aqueous KOH and the same amount of 
alcohol as was used with the sample. 
These blanks should check, on titration, 
to the first decimal point. Report the 
result as percentage of ester by w^eight, 
making aliow’-ance in the calculations for 
acidity or alkalinity as determined in 
Sections 16 and 17. 

Copper Corrosion Test 
Apparatus 

19. The apparatus shall consist of the 
foEowing : 

(a) Flask,— "A 300-mL flask of chem- 
ically-resistant glass with fiat bottom 
and vial mouth. 

(b) Glass Condenser , — A 12-in. glass 
condenser with the diameter of the 
condenser tube not less than f in. A 
cork stopper to connect the flask with 
the condenser. 

{c) Copper Strip , — A copper strip 


2| by i in. made from No. 20' B. & S. 
gage,- cold-rolled, polished copper, ap- 
proximate thickness 0.032 in. and hav- 
ing a hole, f in. from one end, A 

piece of soft copper wire about 6 in. in 
length. 

{d) Water Bath— A water bath of 
convenient size and design. 

Procedure 

20. Polish both sides of the entire 
copper strip, edges excepted, with a 
No. 00 emery cloth immediately before 
using, to avoid discoloration by the 
atmosphere. Fasten a 6-in. length of 
soft copper wire through the hole 
provided near one end of the strip, 
taking care not to touch the strip with 
the fingers after polishing. Place the 
strip in the flask and add 200 ml. of the 
material to be tested. The material 
must not contain separated water; 
filter through a dry filter paper, if 
necessary, to remove water. Connect 
the flask to the vertical reflux condenser 
by means of a properly bored cork 
stopper. It is absolutely necessary that 
a cork, not rubber, stopper be used, 
in order to avoid contamination of the 
material by sulfur from rubber stoppers. 
The copper wire may be allowed to ex- 
tend into the condenser tube for con- 
venience in removing the strip. The 
strip shall be completely immersed and 
should preferably lie flat and touch the 
flask only at the ends of the strip. Place 
the flask in the water bath, which should 
be just gently boiling, and immerse the 
flask to the liquid line of the material 
within the flask. Remove the copper 
strip 30 min. from the time the flask 
was immersed in the- bath. Do not 
touch the copper strip, but remove it by 
the wire which has . been provided. 
Do not allow the strip to come in contact 
with separated water during any part 
of the test, since water causes bad local 
staining of the copper. If it is desired 
to preserve the strip for future reference, 
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dip it immediately in white sMlac or 
lacquer. The sheared edges of the test 
strip shall not be used as . a basis for 
judgment; iat surfaces only shall be 
considered. . 

Mercury Corrosion Test 

Procedure 

21. Shake a lO-ml. sample of the 
solvent with 1 ml. of clean mercury in a 
stoppered test tube, and allow to stand 
15 min. The mercury shall show no 
discoloration when compared with a 
blank run with distilled water. 

Sulfur 

Procedure 

22. Sulfur {Hydrogen Sulfide and Sul- 
fur Dioxide) in Benzols^ Toluols, and 
Similar Products. — Make a qualitative 
test for hydrogen sulfide and sulfur 
dioxide at the time of performing the 
distillation test by hanging strips of 
moistened lead acetate paper and starch 
iodate paper on the end of the condenser 
tube. If the lead acetate paper shows 
discoloration, H 2 S is present but not 
SO 2 . In this case both papers will 
usually be discolored. If the lead ace- 
tate paper shows no discoloration but 
the starch iodate paper develops a blue 
color, SO 2 is present but not H 2 S. If 
neither paper shows discoloration, nei- 
ther H 2 S nor SO 2 is present. 

Dimethylretone 

Reagents 

23. {a) Sodium Thiosulfate {0.05 N) 
Prepare a 0.05 N solution of Na2S203 and 
standardize carefully against K 2 Cr 207 . 
For accurate work, standardized burettes 
shall be used and burette corrections 
and temperature corrections applied. 
The 50-mL burettes with National 
Bureau of Standards certificates are 
recommended, both for the standardiza- 
tion of solutions and for the actual de- 
termination of dimethylketone. 


{b) Iodine {0.1 i?) .—Prepare' and 
standardize a 0.1 iV' iodine solutionvat 
the time of making a determination. 
Standardize by titrating against ' ' the 
0.05 N Na 2 S 203 , 50 ml. of iodine mixed 
with the same amounts of NaOH. and 
H2SO4 as are used in the determination 
of dimethylketone. Make the titrations 
in triplicate and use the average of the 
three with burette and temperature 
corrections as the blank in making the 
calculations. 

{c) Sodium Hydroxide (1 i^). —Pre- 
pare 1 N NaOH and standardize against 
2 N H2SO4. 

{d) Sulfuric Acid {2 Prepare 

2 N H 2 SO 4 and check against 1 N 
NaOH; adjust the strength so that 25 
ml. of the add will neutralize 50 ml. of 
the NaOH. 

{e) Starch Solution. — Stir 2 to 3 g. of 
potato starch or 5 g. of soluble starch 
with 100 ml. of 1 per cent salicylic acid 
solution, add 300 to 400 ml. of boiling 
water, and boil the mixture until the 
starch is practically dissolved. Dilute 
to 1 liter. 

Preparation of Sample 

24. Carefully weigh approximately 1.4 
g. of acetone by one of the following 
methods and dilute to 1 liter: 

{a) Blow glass ampoules f to f in. in 
diameter, fill them with acetone, and 
seal. Determine the exact weight of the 
sample by the difference in weight of the 
empty and filled ampoule. Reject sam- 
ples varying in weight by more than plus 
or minus 0.1 g. from 1.4 g. Drop the 
glass ampoules into 500-mL glass-stop- 
pered bottles containing 200 ml. of 
boiled distilled water and break the 
ampoules by shaking. Carefully crush 
the capillary stem with a glass rod to 
allow thorough washing out of the 
acetone, and dilute the sample and 
combined washings to 1 liter at 20 C. 

(6) A quick easy method is to weigh 
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out 1.75 ml. of acetone from' a 2-mL 
pipette graduated in , 0.1 ml. into a 
small glass-stoppered weighing bottle, 
conical shape, capacity 12 to 15 ml. 
This volume will weigh approximately 
1.4 g. Invert the weighing bottle and 
hold the mouth under the surface of 
freshly boiled distilled water in a l-liter 
beaker. Remove the stopper under 
water by means of a glass rod with a 
hook on the end. Thoroughly wash 
out the bottle, transfer the water and 
acetone to a 1-liter flask, and dilute to 
the mark at 20 C. 

Procedure 

25. Pipette three 25-mL aliquots from 
each of three flasks prepared in ac- 
cordance with Section 24 (a) or (b) 
into separate 750-ml. Erlenmeyer flasks 
containing 50 ml. each of the 1 N 
NaOH solution. Into each flask, while 
shaking constantly, run 50 ml. of the 
0.1 N iodine. Stopper the flasks and 
allow to stand at about 20 C. (cool- 
ing necessary in warm weather) for 
at least 20 min. At the end of this 
time, pour 26 ml. of the 2 A H2SO4 
into the first flask and titrate im- 
mediately against 0.05 N Na2S203. 
The solution must be acid before 
any Na2S203 is added; otherwise, the 
determination will be ruined. When the 
color of the iodine has almost faded 
out, add starch solution and continue the 
titration until the blue color disappears 
and the bright yellow color of the 
iodoform suspension is reached. Read 
the milliliters of Na2S203, apply the 
burette and temperature corrections, 
and subtract the corrected reading from 
the average corrected blank. Calculate 
the percentage of dimethylketone (pure 
acetone) by weight from the foilowing 
formula: 

^ s)X NX 0.9675 X 40 


where: 

A = percentage . of ■ dimethylketone 
by w^eight, ' . 

b == milliliters of Na 2 S 203 for titra- 
tion of blank, . 

s — milliliters of Na 2 S 203 for titra- 
tion of sample, 

N = normality of Na 2 S 203 and 

IF == weight of acetone taken for 
dilution. 

Note.— The following precautions shall be 
observed: 

1. Only boiled distilled water shall be used 
in preparing the solutions and throughout the 
determination. 

2. Standardized glassware shall be used and 
burette and temperature corrections shall be 
applied to all readings. 

3. Weight of sample taken and amount of 
iodine solution used shall be as specified. With 
these amounts, the 35 to 40 per cent excess of 
iodine, found to be optimum for completion of 
the iodoform reaction will be present. Use of 
the small glass-stoppered bottle described in 
Section 24(5) with the 2-ml. pipette insures 
uniformity in the weight of sample taken. 

4. The iodine solution shall be added slowly 
and while shaking constantly. The National 
Bureau of Standards calibrated burette with 
fine tip and delivery time of approximately 2 
min. has been found very satisfactory. 

5. A slight excess of acid shall be added just 
before the titration with thiosulfate. Too great 
an excess will give low results. 

Potassium Permanganate Test 

Procedure 

26. (a) For Acetone, — To 100 ml 
of acetone contained in a 250 -ml. glass- 
stoppered container and maintained at 
25 C., add while stirring slightly, 1 mi. 
of 0.1 per cent KMnO^ solution. Con- 
duct this test in the dark as sunlight 
appreciably affects the results. 

(5) For Trier esyl Phosphate. — Shake 
a 10-g. sample vigorously for 2 min. with 
50 ml. of a 0.01 iV freshly prepared 
solution of KMn 04 in distilled water and 
let stand for 30 min. 

Flash Point 

Procedure: ,,, 

27. Determine the flash point in 
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accordance , with the Standard Method 
of Test for Flash Point by Means of the 
Tag, Closed Tester, (A.S.T.M. Designa- 
tion : D 56) of the American ' Society for 
Testing Materials.^ ■ 

, Volatile Matter in Tricresyl 
Phosphate 

Procedure 

28* Place a 25-g. sample of the tri- 
cresyl phosphate in a weighed flat dish 
of Petri type and heat for 3 hr. in an 
oven at 100 to 105 C. The loss in weight 
of the dish and contents is the volatile 
matter of the sample and shall be ex- 
pressed as a percentage of the original 
sample. 

Free Phenols in Trici^esyl 
Phosphate 

Reagents 

29. (a) Sodium Hydroxide Soluimt 
{25 per cent), 

(b) Sodium Bromide- Bromak Solution 
containing 10.09 g. of sodium bromide 
and 2.95 g. of sodium bromate per liter. 

{c) Potassium Iodide Solution {6 per 
cent). 

{d) Hydrochloric Acid {sp. gr. 1.18). 

{e) Starch Solution {1 per cent). 

If) Sodium Thiosulfate {0.0394 N). 

Procedure 

30. Weigh a 10-g. sample of the 
tricresyl phosphate and transfer to 
a 250-mL volumetric flask; add 50 ml 
of NaOH (2.5 per cent) at 65 C. and 
shake the flask vigorously for 3 min. 
Dilute this solution to the 250-mL mark 
and filter. Pipette a 100-mL portion 
of the filtrate into a 300-mL flask for 
titration. \ To the . flask add from a 
burette 15 ml. of the sodium bromide- 
bromate solution and then 5 ml. of 
HGl (sp* gr. 1.18). ; ;Add the HCl quickly 
and put the stopper in place : imme- 


diately. Shake the flask and .allow to 
stand for 15 min. Add 10 ml. of the 
potassium iodide solution and titrate 
the solution with the 0.0394 N aodium 
thiosulfate solution, using' the starch 
solution as an indicator. Add Ahe: 
starch solution near the end of ^ the 
titration. The fading out of the blue 
color marks the end point of the titra- 
tion. The reactions are as follows: 

5NaBr -f NaBrOs + 6HCi 

« 6NaCi -h SHaO + 3Brt 

CHaQHiOH -f SBra « CHsCgHBrsOH + 3HBr 

Run a blank titration as described above, 
using the same reagents. 

Caiculation 

31 . Calculate the percentage of free 
phenols (cresol) as follows: 

C = (^2 - X 0.00071 X 100 X 2.5 
W 

where: 

C = free phenols (cresol) per cent, 
a = milliliters of Na 2 S 203 for titra- 
tion of the blank, 

b = milliliters of Na 2 S 203 for titra- 
tion of the sample, and 
W = weight of sample (10 g.). 

Toluene (Toluol) Dilution Ratio 

Definition 

32. Toluene {Toluol) Dilution Ratio. oi 
a solvent is the maximum number of unit 
volumes of toluene thatcan be added to 
a unit volume of the solvent to just cause 
persistent heterogeneity at a concentra- 
tion of 8 g. of nitrocellulose per IGO ml, 
of combined solvent and toluene. 

Reagents 

33. (a) Toluene {Toluol) conforming 
to the Standard Specifications for Indus- 
trial Grade Toluene for Use in Paint, 
Varnish, Lacquer, and Related Products 
(A.S.T,M. Designation: D 362).'^ 
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: ' '( 5 ) WitmcelMose confonning to the 
Standard Specifications and Tests for 
Soluble Nitrocellulose (A.S.T.M Des- 
ignation: D 301) of the American Soci- 
ety for Testing Materials/ and in 
addition of such quality that, when 
used in determining the toluene dilution 
ratios of normal butyl acetate and 
methyl normal propyl ketone, it will 
give results between the following limits: 

Tolueac BilutioB 
Ratio 

Nonaal butyl acetate®,....,. 2.73 to 2.83 

Metliy 1 Eornaal propyl ketome^ 3 - 80 to 3 . 90 

® Tke Boraaal butyl acetate, corrected to 90 per cent 
cater, shall conform to the Standard Specifications for 
Normal Butyl Acetate (A.S.T.M. Designation: D 303) of 
the American Society for Testing Materials,* 

^ The methyl normal propyl ketone shall have a degree 
of purity of over 99 per cent as determined by the hy- 
droxylamine method. 

Important Factors in Conducting Test 

34. {a) Concentration of NUrocdlidose 
at End FoinL'—Tht dilution ratio in- 
creases as the solids content of nitro- 
cellulose at the end point becomes less. 
It is therefore necessary to set an arbi- 
trary solids content as part of the defi- 
nition of dilution ratio, and for this pur- 
pose a solids content of 8 g. per 100 ml, 
of solvent plus toluene has been adopted, 

(b) Character of End Point . — ^The 
end point shall be taken as the first 
evidence of heterogeneity in the solu- 
tion, In the case of a gel end point, a 
time period of 2 min. shall be allowed for 
the gel structure to form. 

{c) Temperature of Test. — The test 
shall be carried out at a temperature of 
;,25: ±1C. . 

Procedure 

35, (a) Drying of Nitrocellulose.— 
Every precaution shall be exercised in 
the drying of nitrocellulose which shall 
be dried by blowing with hot air at a 
temperature under 75 C. until constant 
weight within 1 per cent is obtained. 
Care shall be exercised that the tem- 
perature does not exceed 75 C. It is 


preferable to keep the air at approxi- 
mately 65 C. in order to be safe. 

The material shall be removed from 
the drying apparatus immediately after 
blowing as an explosion may occur when 
the material is not removed promptly 
after the air has been turned off. Glass 
shall not be used for the drying tube 
because of the danger' of building up a 
static charge. 

(ft) Preparation of Solution.— 
probable toluene dilution ratio of the 
solvent shall first be estimated in order 
to make up the initial nitrocellulose 
solution in the proper concentration 
(Note). This may be done by refer- 
ring to published data on similar ma- 
terials or by a preliminary determina- 
tion. A solution shall then be prepared 
using 5 ± 0.01 g. of dry nitrocellulose 
in the amount of solvent as prescribed 
in Table! 

TABLE I. 


Probable Volume of 

Toluene Solvent per 5 g. 

Dilution of Nitroccllu- 

Ratio lose at 25 db 3 C. 

1 25.0 ml, 

2 16.7 ml. 

3 12.5 ml. 

4 10.0 ml. 

5 8.3 ml. 


The nitrocellulose shall be weighed 
into a 125-ml. cork-stoppered, tared, 
Erlenmeyer flask, or other suitable con- 
tainer, on an analytical balance, and 
then the volume of solvent indicated in 
the above table shall be added from a 
burette to the nitrocellulose in the flask. 
Care shall be taken to prevent loss of 
solvent by evaporation. The stoppered 
flask shall be shaken or allowed to stand 
until the nitrocellulose is completely 
dissolved before starting titration with 
the toluene. Care shall be taken not 
to wet the stopper with : the solution 
during the early stages uf the titration. 
When a high concentration of nitro- 
cellulose in solvent is required, disper- 
sion may be more ' quickly accompEshed 
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by adding a portion, of the toluene to the 
solvent j which reduces the solids con- 
centration and thus lowers the viscosity 
of the solution and increases the rate of 
dispersion. 

Kote.—TMs procedure for preparation of 
the solution is specified in order to avoid run- 
ning a large number of titrations to arrive at a 
solids content of 8 g. of nitrocellulose per 100 
ml. of combined solvent and toluene at the end 
point. 


min. shall elapse between the additions' 
of ^ toluene as the end point is .ap- 
proached. 

The initial concentration determined 
from Table I has been selected to give^ 
approximately 10 g. of nitrocellulose 
per 100 ml. of volatiles at the first end 
point. An additional quantity of sol- 
vent shall now be added and the titra- 
tion continued to the final end point, 



Volume of Toluene at First End Point, ml. 


Fig. 1. — Volume of Solvent to be Added to Complete Titration versus Volume of Toluene Used to 

Reach First End Point. 

(c) Titration . — The toluene main- which shall be reached at a solids con- 
tained at 25 ± 3 C. shall be titrated centration of 8 ± 1 g. per 100 ml. of 
into the flask in small additions, the volatile matter. The correct amount 
increments being not over 0.5 ml. as of solvent to add to accomplish this 
the end point is approached. After depends on the amount of toluene that 
each addition, the flask shall be stop- was required in the preliminary titra- 
pered and vigorously shaken to disperse tion. The curve of Fig. 1 is so con- 
any gel or precipitate thrown down by structed as to make the volume of sol- 
local over-concentration of toluene, vent to be added direct-reading when 
The end of the titration shall be con- the volume of toluene used to reach the 
sidered to have been reached when the first end point is known. After the 
first definite evidence of heterogeneity addition of the volume of solvent read 
persists at 25 ± 1 C. With solvents from the curve in Fig. 1, the titration 
that give a gel end point, a period of 2 shall be completed to the final end point. 
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Galctilation^, 

36. (a) The dilution ratios and solids 
concentrations at both the preliminary 
and the final end points shall be calcu- 
lated as follows: 

, . voL of toluene 

Dilution ratio = ; 

voi. of solvent 

Solids concentration per 100 
^ 'ml. of volatile matter 

_ wt. of nitrocellulose 
voL of solvent + voL of toluene 

(b) A graph shall now be constructed 

^ Due to the mfluence of possible variations in the com- 
position of commercial solvents on the resulting toluene 
dilution ratiOj^ it is recommended that if data obtained by 
this method is to be published, the composition of the 
material under test be stated and the character of the end 
point be indicated. 


having dilution ratios. for the ordinate' 
and solids concentration for the abscissa, 
and the two sets of values calculated, as 
above shall be plotted as two points: on 
the graph. One of the points shall be 
very close to 8 g. per 100 mi of volatile 
matter. The correct value at exactly 
8 g. per 100 mi of volatile matter may 
be interpolated by drawing a straight 
line connecting the two experimentally 
determined points. While the curve 
showing relationship between dilution 
ratio and solids concentration is not 
necessarily a straight line, the error 
made by interpolating or extrapolating 
from the straight line connecting the two 
points is negligible in the proximity of 
8 ± 1 g. per 100 ml. of volatile matter. 
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A.S.T.M. Designation: D 333 - 40 

Adopted, 1937; Revised, 1940.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 333; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods cover procedures 
for testing nitrocellulose clear lacquers 
and lacquer enamels. 

Weight per Gallon 

2. {d) The weight in pounds per U, S, 
gallon shall be obtained by multiplying 
the specific gravity by 8.32. The spe- 
cific gravity shall be determined by any 
convenient method that is accurate to 
three significant figures, the temperature 
of both sample and water being 20 C. 

{b) Mobile Liquids . — For sufficiently 
mobile liquids, a convenient apparatus 
is an accurately calibrated volumetric 
flask. 

(c) Viscous Materials . — For very vis- 
cous materials which cannot be conven- 
iently introduced into a volumetric 
flask, any convenient vessel of known 
capacity may be used. A suitable 
apparatus is described in the Standard 


1 Under tlie standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, these methods were 
published as tentative from 1931 to 1937, being revised 
m 1932, 1933, and 1934. 


Method of Test for Specific Gravity of 
Road Oils, Road Tars, Asphalt Cements, 
and Soft Tar Pitches (A.S.T.M. Designa- 
tion: D 70) of the American Society for 
Testing Materials.^ 

Drying Time 

3. The sample and a mutually agreed 
upon reference standard shall be flowed, 
without thinning, crosswise on a clean 
4 by S-in. glass plate, in a location free 
from draft, and examined for drying at 
specified periods such as 3 min., 15 
15 min., 1 hr., and 24 hr. The drying 
shall be judged by touching or pressing 
the films with the finger at approxi- 
mately the same points. 

Gloss 

4. A panel for the gloss test shall be 
prepared by pouring the sample and a 
mutually agreed upon reference standard 
on an opaque, mutually agreed upon sur- 
face in such a manner that the two mate- 
rials flow together along an adjacent edge. 
The panel shall be examined for gloss 


* Appears in this publicationj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book, 
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after 24 hr, A convenient method of 
determining apparent gloss is to hold 
the test panel at an. angle of incidence 
approaching 180 deg. to a source of 
artificial light and to note the compara- 
tive sharpness of the definition of the 
image (for example, the lamp filament).. 

Homogeneity 

5. The sample shall be thinned with 
the thinner recommended, in the pro- 
portions recommended. The thinned 
sample shall be flowed on a glass panel 
and dried in a dust-free atmosphere. 
The panel shall be examined by re- 
flected and transmitted light for pigment 
dispersion and freedom from particles 
of foreign matter. 

Print Test 

6. (a) The test panel for the print 
test shall be prepared in a manner 
agreed upon by the purchaser and the 
seller. The test panel shall be covered 
with two pieces of ordinary cheesecloth 
over which shall be placed a piece of 
felt about in. in thickness. A known 
uniform pressure shall then be applied 
to the felt over a circular area of at 
least tin. in diameter for a given length 
of time. The time allowed for the lac- 
quer to dry before applying the pressure 
shaE also be mutually agreed upon. 

(6) Tests shall be made under definite, 
mutually agreed upon conditions of tem- 
perature and humidity, or, if this is not 
possible, a test on a reference standard 
shall be made at the same time. 

Outdoor Exposure 

7. At least two test panels shaE be 
exposed outdoors on an exposure rack, 
in full sunlight, at an angle of 45 deg. 
from the vertical, facing south, and 
examined at regular intervals for color, 
gloss, etc., and compared with a reference 


standard panel prepared, and exposed in .a 
manner agreed upon by the purchaser 
and the seUer. 

Nonvolatile Matter 

8. (a) Into a flat-bottom metal or glass 
dish containing a stirring rod, 4 to 6 g. 
of the sample to be tested shaE be 
weighed in such a manner as to minimize 
the loss of volatile solvents. Then 
100 ml. of acetone shaE be added and 
stirred until solution of the material is 
complete, and 10 ml. of water added 
slowly, while stirring vigorously. The 
solution shall be evaporated to dryness 
over a hot water bath and then heated 
for 1 hr. in an oven at 100 to 105 C., 
aEowed to cool 20 min. in a desiccator, 
and weighed. (The dish should be 
covered in such a manner as to allow 
solvents to escape and exclude con- 
tamination by dirt in the atmosphere.) 
If the precipitate or residue is lumpy, 
it shall be redissolved in the solvent 
combination, and precipitated again 
with water. 

(b) The method of determining non- 
volatile matter in varnishes, as described 
in Sections 7 and 8 of the Standard 
Methods of Testing Oleoresinous Var- 
nishes (A.S.T.M. Designation: D 154) 
of the American Society for Testing 
Materials,^ may be used if agreed upon 
by the purchaser and the seller, with 
the additional requirement that the 
sample shall be reheated and reweighed 
until the weight is constant to within 

0.001 g. 

Consistency 

9. (a) Apparatus —The consisttncy 
cup shall be so designed as to deEver 
50 ml. of the sample in from 30 to 100 
sec. A suitable design is shown in 
Fig. 1. 
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Fig. 1.— Consistency Cups and Apparatus 

Assembly for Testing Lacquers and 
Lacquer Enamels. 

Note 1.— Four consistency cups constitute a set, as 
follows: 

Diameter of Orifice, in. 

First cup 0.07 dz 0.0001 

Second cup 0. 10 d= 0.0001 

Third cup..... 0.15 =1=0.0001 

Fourth cup 0. 25 d: 0.0001 

Note 2.~-Cups made of brass or bronze. Orifice disks 
made of 18 per cent chromium, 8 per cent nickel stainless 
steel. The diameter of the orifice pressed in the cup shall 
be stamped on the cup. 

Note 3.— Fractional dimensions subject to permissible 
variations of plus or minus 0.01 in., unless otherwise 
specified. 


(b) Procedure.— The sample, to .be 
tested and' the consistency cup shall be 
brought to a ' temperature of 25 C. 
(preferably by means of a thermostat). 
The consistency cup shall then be 
mounted in the clamp provided for the 
purpose and the receiving cylinder 
placed in position. With the outlet 
of the cup closed by means of the finger, 
the sample shall be poured into the cup 
until it is filled to overflowing. The 
excess shall then be struck off with a 
straight edge, the finger over the outlet 
removed and the sample allowed to flow 
into the receiving cylinder. The num- 
ber of seconds from the time the finger 
is removed from the orifice until the top 
of the meniscus reaches the 50-ml. 
mark on the cylinder shall be determined 
by a stop watch and shall be recorded 
as the consistency of the material. 



Standard Methods of 

TESTING SOLUBLE NITROCELLULOSE BASE SOLUTIONS^ 



A.S.T,M* Designatioa: D 365 ~ 39 
Adopted, 1939.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 365; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L These methods cover the pro- 
cedures for testing of soluble nitro- 
cellulose base solutions which are made 
by dispersing various kinds and con- 
centrations of soluble nitrocellulose in 
various solvent mixtures. 

Basis of Purchase 

2. Since the desired specifications and 
compositions of soluble nitrocellulose 
base solutions vary greatly, the limits 
desired for each particular type shall 
be agreed upon by the purchaser and 
the seller. 

Sampling 

3. Samples shall be taken from not 
less than 10 per cent of each lot in the 
shipment. These samples shall then 
be composited to represent each lot or 
batch. 

Consistency (Viscosity) 
Consistency Tests 

4. {a) For Consistencies of 3 to 500 
sec. — The falling-ball consistency test 
apparatus and procedure described in 
Sections 10 to 12 of the Standard 


Specifications and Tests for Soluble 
Nitrocellulose (A.S.T.M. Designation: 
D 301) of the American Society for 
Testing Materials^ shall be used to 
determine the consistency of those 
solutions having a consistency from 3 to 
500 sec. when tested in that apparatus. 

(h) For Consistencies Less than 3 
sec. — The consistency test apparatus and 
procedure described in Section 9 of the 
Standard Methods of Testing Nitro- 
cellulose Clear Lacquers and Lacquer 
Enamels (A.S.T.M. Designation: D 333) 
of the American Society for Testing 
Materials^ shall be used to determine the 
consistency of those solutions having a 
consistency of less than 3 sec. when 
tested in the falling-ball apparatus 
referred to in Paragraph (a). 

(c) For Consistencies Over 500 sec.— 
The apparatus and procedure described 
in Sections 5 and 6 shall be used to 
determine the consistency of those solu- 
tions having a consistency greater than 

1 Under tbe standardization procedure of tHe Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

» Prior to adoption as standard, these methods were 
published as tentative from 1933 to 1939, being revised in 

1939. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book. 
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500 sec/. when tested in tlie falling-ball 
apparatus referred to in Paragraph (a). 

Apparatus 

5. The consistency test apparatus, 
shown in Fig. 1, shall consist of the 
following: ■ 

(a) Glass Tube , — A glass tube (pref- 
erably resistant ■ glass) 2 i ^ in. 
(50.8 ± 1.0 mm.) in inside diameter and 
10 in. in length, with marks S zt ^ in. 
(177 zfc 1 mm.) apart, the upper one 
being 3 in. (76.2 nam.) from the top of 
the tube. 



Fig. 1. — Apparatus for Consistency (Viscosity) 
Test of Solutions Having Consistencies over 
500 sec. 

(b) Steel Ball . — A f-in. steel ball, 
0.625 ± 0.001 in. (15.88 ± 0.02 mm.) 
in diameter, and weighing 16.536 rh 
0.10 g. V 

(c) Aluminum Guide Cone . — A guide 
cone of light gage aluminum (approxi- 
mately 0.02 in. in thickness) as shown in 
Fig. 1. The orifice of the guide cone 

^ Pyrex glass is very satisfactory for tHs purpose, 


shall be f in. in diameter, the .conical 
portion 1 in. in height, the cylmdrical 
portion f in. in height, and the, outside 
diameter shall be slightly under 2 in. so' 
as to fit snugly into the viscosity tube. 

(d) Stoppers . — Stoppers made, prefer- 
ably of rubber and covered with tin .foil. 

Procedure 

6. (a) The tube shall be filled in any 
convenient manner whereby bubbles 
do not form and no appreciable amount 
of solvent is lost. Among other methods 
this can be done by immersing the lower 
end of the open tube in the solution and 
applying suction at the upper end of the 
tube. In this manner the tube can be 
filled in from 5 to 10 sec. without the 
introduction of air bubbles or an ap- 
preciable loss of solvent. The bottom 
of the tube shall then be closed with a 
stopper covered with tin foil. The 
aluminum guide cone shall be pushed 
slowly into the top of the tube and a 
stopper covered with tin foil inserted 
into the top of the guide. 

(b) The tube and its contents shall 
be brought to a temperature of 25 
=b 0.1 C. by placing in a suitable bath. 
At least 30 min. shall be allowed for the 
solution to reach temperature equilib- 
rium. For accurate measurements the 
tube shall be kept during the determina- 
tion either in a thermostat or suspended 
within a considerably larger cylinder of 
water at the specified temperature. 

(c) The upper stopper shall be re- 
moved only long enough to place the 
ball in the center of the tube; this can 
be done conveniently with crucible tongs. 
The principal value of the guide cone is 
to retard the ball sufficiently at the start 
of its fall so that the solution will close 
over the ball and not leave on the top 
of the ball a large ^/trailer bubble.’’ If 
the guide is not used a big trailer bubble 
usually accompanies the ball, retarding 
its faU and, if the bubble is off center on 
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the; ball, pulling th-e latter away from the 
center of the tube.,: 

The time of fall in seconds shall 
be measured from the instant the bottom 
of the ball is level with the upper refer- 
ence mark on the tube until it reaches 
the lower mark on the tube. 

Note.— The steel ball can be removed (in 
order to leave the same material in the tube for 
a check run) by removing the lower stopper. 
However, a small air bubble is usually intro- 
duced in this way. It is preferable to invert 
the tube, removing the guide to get the ball 
out. It is often necessary to put a few drops of 
solvent in the guide lip to loosen it from the 
tube on account of the solution drying at the 
edge of the tube. When the latter method is 
used for removing the ball, a larger bubble 
traverses the tube than when the former 
method is used, but a large bubble moves suffi- 
ciently fast, even in a very viscous solution, to 
escape at the top in a few minutes, whereas 
small bubbles take hours to escape. 

Nonvolatile Matter 
Procedure 

7. The percentage of nonvolatile 
matter shall be determined in accordance 
with the procedure described in Section 
8 of the Standard Methods of Testing 
Nitrocellulose Clear Lacquers and Lac- 
quer Enamels (A.S.T.M. Designation: 
D 333) of the American Society for 
Testing Materials.^ 

Appearance op Solution 
Procedure 

8. The appearance of the soluble 
nitrocellulose base solution shall be com- 
pared with a reference standard agreed 
upon by the purchaser and the seller 
(both the reference standard and sample 
solutions shall be thoroughly agitated 
before making observations) in similar 
bottles for turbidity, hair, grain, and 
insoluble matter. * 

Depth op Color 

Apparatus 

9. The apparatus used for the prep* 
aration of the color standards and for 


the depth of color determinations shall 
consist of the following: 

(a) LigM.—Sontce of transmitted 

light.® 

(b) Bottles . — Three dozen 2-oz. screw- 

cap, square, glass bottles. 

{c) Flasks . — Several 1-liter volu- 
metric flasks. 

{d) Burettes . — Two 50-mL burettes. 

{e) Balance . — An analytical balance. 

(/) Colorimeter.--~I)vLhosq color- 
imeter.® 

(g) Color Glass.— A piece about 25 
mm. square and 10 mm. thick 
of Corning glass, signal yellow 
No. 330. 

Special Solutions Required 

10. (a) Potassium Ptatinic Chloride 
(KaPtCle), c.p. 

(6) Cobalt Chloride (CoCl2'6H20), 
c.p. 

{c) Hydrochloric Acid {sp. gr. 1.19). 

{d) Caramel (sugar coloring). 

(e) Phenol. 

Preparation of Color Standards 

11. {a) Platinum - Cobalt Color Stand- 
ards.— Tht platinum - cobalt color stand- 
ards shall be prepared as follows: Weigh 
out on an analytical balance exactly 
1.245 g. of c.p. potassium platinic chloride 
(K 2 PtCl 6 ) and 1.000 g. of c.p. crystallized 
cobalt chloride (C 0 CI 2 - 61120). Dissolve 
in distilled water, add 100 ml. of HCl 
(sp. gr. 1.19), and dilute to 1000 ml. with 
distilled water. This solution is color 
standard No. 10.® Prepare color standards 
Nos. 1 to 10, inclusive, by accurately 
measuring from burettes directly into the 
square 2-oz. bottles the quantities shown 
in Table I of the No. 10 color standard 
and distilled water. After preparation 
of the color standards the bottles shall be 


^ Not absolutely necessary, but will increase accuracy 
and be more convenient. 

6 Tbis solution bas an assigned value of 500 on the 
Hazen color scale, see American Chemical Journal, Vol. 
XIV, p. 300. 
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sealed with corks and parafSn before put- 
ting on the screw caps. The platinum - 
cobalt color standards are permanent for 
approximately six months. The color 
standards from No. 12 to No. 500, inclu- 
sive, shall be made from a caramel solu- 
tion, but the color is based on the 
platinum - cobalt color standard. 


TABLE I.— -PLATINUM-COB ALT COLOR 
STANDARDS. 


Platinum-Cobalt Color 
Standards 

Quantity 
of No. 10 
Color 
Standard, 
ml. 

Quantity 

1 of 

i Distilled 
Water, 
ml. 

No. 1 

5 

45 - 

-No.2. - 

10 

40 

No. 3 

15 

35 

No. 4 

20 

30 

No.5. 

25 

25 

No. 6 

30 

20 

No. 7 

35 

15 

No.8. 

40 

10 

No. 9. 

45 

5 

No. 10 

50 

0 


(b) Caramel Color Standards . — The 
caramel color standards shall be pre- 
pared as follows: Dilute caramel (sugar 
coloring) in the ratio of about 1 ml. of 
caramel to 100 ml. of distilled water in a 
glass vessel. Add 0.5 per cent phenol 
and agitate thoroughly. Adjust the 
concentration of this solution so that 
when it is diluted in the ratio of 1 ml. of 
solution to 49 ml. of distilled water, to 
which has been added 0.5 per cent 
phenol, the solution wiU match color 
No. 10 of the platinum - cobalt color 
standard. This caramel solution before 
dilution is color No. 500 (Note). Pre- 
pare color standards No. 12 to No. 500, 
inclusive, by accurately measuring from 
burettes directly into the square 2-oz. 
bottles the quantities shown in Table 
II of color No. 500 caramel standard 
and distilled water to which has been 
added 0.5 per cent phenol. After prep- 
aration of the color standards, the 
bottles shall be sealed with corks and 


Solutions (D 565 - 39) 

paraffin before putting on the screw caps. 
All- of the caramel color standards are 
permanent for approximately one month 
but' should be checked semimonthly. 

■ NoTE.—It is more convenient to check , tte 
caramel color standard No. 500 against a colored 
glass which has been previously standardized 
against the platinum - cobalt color standard; a 
piece of glass about 25 mm. square by 10 mm. 
thick of signal yellow No. 330 manufactured by 
the Coming Glass Works may be standardized 
and used as a check on the caramel solution. 
This must be done by use of a colorimeter. 


TABLE II.— CARAMEL COLOR STANDARDS. 


Caramel Color Standards 

Quantity 
of No. 500 
Caramel 
Color 
Standard, 
ml. . 

Quantity 

■of 

Distilled 
Water plus 
Phenol, 
ml. 

No. 12 

1.2 

48.8 

No. 15 

1.5 ' 

48.5 

No. 20.... 

2.0 

48.0 

No. 25 

*2.5 

47.5 

No. 30 

3.0 

47.0 

No. 35 

3.5 

46.5 

No. 40 

4.0 

46.0 

No. 45 

4.5 

45.5 

No. 50 

5.0 

45.0 

No. 60 

6.0 

44.0 

No. 70 

7.0 

43.0 

No. 75 

7.5 

42.5 

No. 80 

8.0 

42.0 

No. 90 

9.0 

41.0 

No. 100 

10.0 

40.0 

No. 125. 

12.5 

37.5 

No. 150 

15.0 i 

35.0 

No. 175 

17.5 

32.5 

No. 200 

20.0 

30.0 

No. 250 

25.0 

25.0 

No. 300 

30.0 

20.0 

No. 350 

35.0 

15.0 

No. 400 

40.0 

10,0 

No. 450 

45.0 

5.0 

No. 500 

50.0 

0,0 



Procedure 

12. A square 2-oz. glass bottle shall 
be filled with the material to be tested 
and this shall be matched against one 
of the color standards using either direct 
daylight or indirect artificial transmitted 
light, the latter being preferred. The 
number of the color standard matched 
is the depth of color of the material. 



Standard Method of Test for 


ELONGATION OF ATTACHED LACQUER COATINGS WITH 
THE CONICAL MANDREL TEST APPARATUS^ 



A«S.T,M. Designation; D 522 ~ 41 
Adopted, 194L* 

TMs Standard of the American Society for Testing Materials is issued under 
the fixed designation D 522; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the elongation of attached 
lacquer coatings when applied to flat 
sheet metal of uniform surface texture. 

Apparatus 

2. The conical mandrel test assembly® 
illustrated in Fig. 1 shall be used. 

Metal Specimens 

3. (a) The base metal (Note) of the 
specimen upon which the lacquer coating 
is applied shall be cold-rolled steel con- 
forming to the chemical requirements 
of S.A.E. steel^ No. 1010, dead soft, 
finish A, ^ in. in thickness. The steel 
used shall conform to the dimensional 
requirements of the Standard Specifi- 
cations for Cold-Rolled Strip Steel 
(A.S.T.M. Designation: A 109) of the 
American Society for Testing Materials.® 
The dimensions of the base metal shall 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A,S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

^ Prior to adoption as standard, this method was pub- 
lished as tentative from 1939 to 1941. 

» Blueprints of detailed drawings for the construction 
of this apparatus are available at a nominal cost from 
the Headquarters of the American Society for Testing 
Materials, 1916 Race St., Philadelphia 3, Pa. 

< 1946 S.A.E. Handbook, p. 300. 

‘ 1946 Book of A.S.T.M. Standards, Part I-A. 


be 4| in. in width, with a maximum 
length of 7| in. and a maximum thick- 
ness of jTf in. The surface preparation 
of the base metal shall be agreed upon 
by the purchaser and the seller. Prior 
to application of the finish those edges 
of the specimen which will be bent in the 
test shall be rounded slightly to remove 
burrs in order to eliminate anomalous 
effects associated with cracking of a 
sharp .metallic edge when bent over the 
small end of the mandrel. 

Note.— Other suitable base materials for 
the test specimen may be employed. The 
apparatus is designed for testing metal panels 
having a maximum thickness of ^ in. The 
method for calculating the elongation of lac- 
quers applied to base materials other than 
the steel specified in Section 3 is contained in the 
Appendix. 

(5) The lacquer whose elongation is 
to be determined shall be applied to the 
clean base metal panels in such a manner 
that a coating of uniform thickness® is 
obtained. The time between the appli- 
cation of the lacquer and the testing of 

» See papers by P. H. Walker and J. G. Thompson on 
^*Some Physical Properties of Paints,” Proceedings, Am. 
Soc. Testing Mats., Vol. 22, Part II, p. 464 (1922); by 
H. G. Arlt, Bell Laboratories Record, Vol. XIV. No. 7, p, 
216 (1936); and by H. G. Arlt on “Study of Conical Man- 
drel Test for Attached Lacquer Films,” ASTM Bulletin, 
No. 89, December, 1937, p. 5. 
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tlie specimen, as well as the temperature midity conditions at the time of test 
and humidity environment used for shall be the same as those at which the 
maturing the lacquer film during this original determinations were made. 

period, shall be agreed upon by the Unless otherwise specified by the pur- 

purchaser and the seller. , , , , *1, ^ 

^ chaser and the seller^ elongation meas- 

■Conditioiiliig and Wumber of Tests ■ urements shall be made at 77 ± 2 F. 

4. At least three duplicate specimens and 50 dz 5 per cent relative humidity 

shall be tested under conditions of tern- after equilibrating to these conditions. 



Fig. 1 . — Conical Mandrel Test Apparatus. 



Fig. 2. —Distance Along Cone and Corresponding Mandrel Size versus Percentage Elongation for 
Specimens on Cold-Rolled Steel ^ in. in Thickness. 


perature and humidity mutually agreed Procedure 

upon by , the purchaser and the seller. ' ^ 5, With the operating lever of the 
If it is desirable to check elongation val- . apparatus in a horizontal position, the 
ues at another time or place, the film test specimen shall be slipped between 
thickness and ^ the temperature and hu- the mandrel and the drawbar with the 
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finish side towards the drawbar and 
rigidly clamped in a vertical position 
adjacent to the mandrel by placing the 
long edge behind the clamping bar in 
such a manner that the panel is always 
set up to the narrow end of the mandrel. 
Two sheets of No. 1 brown Kraft wrap- 
ping paper, substance 30, thoroughly 
lubricated on each side with talc, shall 
be slipped between the specimen and 
the drawbar and held in position only 
by the pressure of the drawbar against 
the paper. The lever shall then be 
moved at uniform velocity to bend the 
specimen approximately 180 deg. in 


about IS sec. Care shall be taken at the 
end of the stroke so as not to unneces- 
sarily deform the specimen. The bent 
surface of the specimen shall be examined 
immediately with the unaided eye for 
cracking. Having determined and suit- 
ably marked the end of the first con- 
tinuous crack starting from the small 
end of the mandrel, which shall be con- 
sidered as the end point, the drawbar 
shall then be brought to the starting 
position and the panel removed from the 


mandrel. The elongation of , the ■ finish 
shall then' be determined from the plot- 
ted curve in Fig. 2. This curve repre- 
sents the relation between the percentage 
of elongation and the diameter of the 
conical mandrel. The relation between 
the distance along the conical mandrel 
and the corresponding diameter has also 
been plotted on this curve. 

Note: Example,— Suppose a visual exami- 
nation of the finish on the bent cold-rolled steel 
specimens ^ in, in thickness shows that the 
end of the first crack in the coating is at a 
distance of 5 in. from the base of the cone. 
It is merely necessary to refer to Fig. 2 and to 


read directly the percentage of elongation of f 
the film at the designated distance from the | 
base of the cone. A correction for thickness of 
coating shall be added to the elongation as 
determined from Fig. 3. If the film thickness I 
were 0.002 in., from Fig, 2 the ’ elongation 
at 5 in. from the base of the cone is 5.2 per cent. I 
From Fig. 3 the correction to be added per ! 
0.001 in. of coating is 0.305 per cent at 5 in. from | 
the base of the cone. Thus, when the total 
film thickness is 0.002 in., the actual percentage ! 
elongation at 5 in. is 5.2 -f 2 (0.305) which 
equals 5.8 per cent. The film thickness of the 
coating shall be determined either with a 
calibrated dial, a microscope scratch method, or 
any other suitable method. 



Fig, 3.— Correction for Thickness of Film. 


(See Appendix, p. 1127) 
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APPENDIX 


« 


Assuming elastic conditions of the base 
material (which, of course, is not the case but is 
useful in establishing a limiting condition), the 
theoretical elongation for each mandrel size 
can be calculated. Under this assumption the 
moduli of elasticity for tension and compression 
are equal in magnitude and the neutral plane 
(that is, the plane where the bent bar is neither 
elongated nor compressed) is at the centroidal 
axis of the specimen. In a bar having a thick- 
ness, t, bent around a mandrel of radius, r, the 
neutral plane would be located at a distance 


Elongation, per cent = 

ir(r + f/2)„,„ ,, 

Elongation, per cent = — X 100 

2r + ^ ■ 

Using this formula, the theoretical elongation 
(under elastic conditions) at the surface of the 
specimen can be calculated for any thickness of 
specimen and mandrel size, resulting in the 
following values for three specimen thicknesses 
and six mandrel sizes: 



Fig. 4. — Jig for Determining Elongation of Bent Metal Specimens. 


t/2 from the surface of the bar, and the perim- 
eter of the bent section along the neutral 
axis, assuming the specimen to be bent through 
180 deg., is equal to x (r + t/2). At the upper 
surface of the bar, the perimeter would be equal 
to x(f 4- Oj elongation of the bar at the 

surface would be: 

Elongation = x(f + 1) x(f + ^/2) 

Elongation *= x(l/2) 

and the percentage elongation at the sntfoce 
y^ould be: 


Elongation, per cent 


Specimen 
Thickness, in. 


1 in. 

M in. 

Kin. 

K in. 

M in. 

H in. 

i => Mi,. 

1.5 

2.0 

3.0 

4.0 

5.9 

11.1 

/ « ^ 

3.0 

4.0 

5,9 

■■7.7 1 

11.1 

20 0 



5.9 

7.7 

■11.1 i 

14.3. 1 

20.0 i 

33.3 


Actually the specimens are elongated con- 
siderably past their elastic limit,, so that the 
elongations obtained with the mandrel test are 
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:coESlderab!y bigher than the values calculated 
above. Siuce ; it is impossible to calculate the 
position of the neutral plane when the elastic 
limit has been exceeded, a spedal jig should be 
.used to measure the elongation*directly. 

This jig (Fig, 4) consists of two forks for 
holding the mandrel and specimen in position 
and a roller with which the specimen is tightly 
wrapped around and held against the mandrel. 
Method of Measuring Elongation with Jig , — 
Two parallel gage scratches shall be made with a 
sharp stylus on the edge of the specimen and so 
located that when it is wrapped around the 
mandrel the included angle between the scratches 
will be approximately 180 deg. In locating 
the scratches, it is necessary to make sure that 
they will be within the section of the specimen 
which after bending is tightly wrapped against 
the mandrel. Having located the scratches, 
the linear distance between them shall be 
measured to within 0.0002 cm.^ The specimen 
shall then be clamped in the jig and the roller 
brought down tight against it. The roller 
shall then be drawn around causing the speci- 
men to be tightly wrapped and secured against 
the surface of the mandrel. In order to hold 
the jig in this position the forks shall be held 
together with a C-clamp, The clamped jig 


shall then be rigidly mounted on the table of 
the measuring machine.^ , Each of the. gage 
scratches shall then be made to coincide with 
the vertical cross hair of the measuring eye- 
piece while the horizontal cross hair is tangent to 
the curvature of the upper surface of the speci- 
men. The angle reading shall be taken at each 
of these points. The difference between , the 
two angle readings is a measure of the included 
angle formed by the two gage scratches and the 
radii drawn coincident with the scratches. The ' 
angle readings shall be read in minutes and sec- 
onds to a precision of plus or minus 5 sec. The 
total diameter of the mandrel and the bent 
specimen shall also be determined. From these 
data the percentage elongation at the surface 
of the specimen may be calculated as follows: 


Elongation, per cent ~ X 100 

d 

where: 

a == angle in degrees, 

L arc length, 

r == radius of curvature for system (mandrel 
radius + /), and 

d = original distance between scratches. 


’ A star comparator is suitable for this purpose. 



Standard Method oj Test J^or 
LIGHT SENSITIVITY OF TRAFFIC PAINT^ 



A,S.T.M. Designation: D 712-46 
Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 712; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1, This method of test is intended for 
determining the color change produced 
by sunlight on paint material intended 
for use as traffic or pavement-marking 
paint. 

Preparation of Test Panels 

2. {a) Preferred , — Two test films of 
the traffic paint to be tested and two 
films of a mutually agreed upon standard 
paint shall be prepared. The films shall 
be prepared on clean, smooth plate glass 
panels. The paint films shall be at 
least 1| by 3 in, and of uniform and 
sufficient thickness to provide complete 
hiding. It is recommended that the 
films be applied by a Bradley or other 
suitable mechanical spreader. Follow- 
ing application, the films shall be dried 
for a period of 24 hr, under normal room 
conditions (approximately 25 C. and 
50 per cent relative humidity). 

fb) Alternate— Two test films of the 
traffic paint to be tested shall be applied 
to panels with a flat opaque diffusing 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1943 to 1946. 


surface. The films shall be at least 
by 3 in. and of uniform and sufficient 
thickness to provide complete hiding. 
The films shall be apphed and dried as 
described in Paragraph {a). 

Procedure 

3- (a) Preferred , — One test panel of 
the paint to be tested and of the mutually 
agreed upon standard paint prepared as 
described in Section 2 {a) shall be ex- 
posed without water spray for a period 
of 4 hr. at equal distances (15 or 18 in.) 
from an enclosed type carbon arc light 
conforming to the Tentative Recom- 
mended Practice for Characteristics of 
Standard Carbon Arc Accelerated 
Weathering Unit (A.S.T.M. Designa- 
tion: E 42) of the American Society for 
Testing Materials.® Immediately after 
completion of the exposure, each exposed 
film shall be compared for change in 
brightness or discoloration with the cor- 
responding duplicate unexposed film. 
The test paint shall not show greater 
loss in brightness nor greater discolora- 
tion than the standard. 

{b) Alternate , — One of the test panels 
prepared as described in Section 2 (6) 


* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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shall be exposed without water spray 
for, a period of 4 hr. at a distance of 15 ' 
or 18 in. from an enclosed type carbon 
arc light conforming to the Tentative 
Recommended Practice E42. The 
brightness of the test paint film befores, 


and after the exposure shall be measured 
by a suitable instrument, such as the 
Hunter multipurpose reflectometer.^ 

4 This instrument is described in a paper by Richard 
S. Hunter, “A Multipurpose Photoeiectric Reflectometer/' 
Journal of Research^ Nat. Bureau Standards, Vol. 25, No 
November , 1940, p. 581. {Research Paper ^ RF 1345.) 





Standard Method of 

CONDUCTING ROAD SERVICE TESTS ON TRAFFIC PAIND 



A.S.T,M* Besignatiosi: I) 713 - 46 


Adopted, 1946.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 713; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test is intended for 
determining the relative values of service 
of traffic or pavement-marking paints 
under actual road conditions. Samples 
of the paints being tested are compared 
under prescribed conditions and periodic 
observations are made as to the relative 
performance characteristics as a basis of 
comparison. 

Type and Location of Road Surface' for 
: Tests 

2. (a) The test area or areas shall be 
selected as being representative of the 
road surface upon which the paint actu- 
ally will be used. These surfaces may 
include portland-cement concrete, sheet 
asphalt, bituminous concrete, rock as- 
phalt, and bituminous surface treat- 
ment. 

(6) The location of test areas shall be 
such that the traffic shall flow uninter- 
ruptedly over the entire length of test 
area. Broximity of the test area to 
curves, change of grade, intersections, 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1943 to 1946. 


stop signals, or other traffic diversion or 
control devices shall be avoided, 'Test 
stripes shall be located in areas with 
normal pavement drainage and, .. where 
they will not be shaded by high banks, 
trees, or buildings. 

■ {c) In order to accelerate the test, the 
traffic in vehicles per unit time over the 
test area shall be at least equal to aver- 
age traffic conditions. If desired, aver- 
age . traffic counts ' may'' ^ be taken : during 
the tests. 

Conditions at Time’, of Application 

3, The air temperature at the time of 
application of the samples of paint shall 
be normal summer temperature, pref- 
erably not less than 60 nor more than 
90 F. To insure normal pavement test- 
ing conditions, the surface shall be free 
of moisture when the paints are applied; 
application between 10 am. and 3 pm, 
is recommended. 

Consistency of Paint Samples;. 

4, (a) When road tests are to be 
made with samples for which no control 
paint has been specified or mutually 
agreed upon, these samples shall be 
applied as furnished unless the supplier 
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provides specific instructions for adjust- 
mg ' the consistency, in which case the 
supplier shall also furnish the thinners 
■required by the instructions. 

(b) If comparison is to be made with 
a control paint, the consistency of the 
test sample shall not, unless otherwise 
mutually agreed upon, vary more than 
plus or minus 5 per cent from the con- 
sistency of the control paint as measured 
by a mutually agreeable method of test, 
preferably the Standard Method of Test 
for Consistency of Exterior House Paints 
and Enamel-T 3 q)e Paints (A.S.T.M. 
Designation: D 562) of the American 
Society for Testing Materials.® 

Method and Rate of Application 

5. (a) The paints shall be applied by 
brush, spray, or mechanical applicator, 
the specific method of application to be 
at the option of the testing agency. 
Particular care shall be taken in applica- 
tion by brush on bituminous surfaces 
so as not to cause premature bleeding 
of the bitumen through the paint film 
by excessive or vigorous use of the brush. 
It is recommended that the width of 
the test stripe be the same as applied 
in actual service except that it shall not 
be less than 4 in. in width. The stripes 
shall be applied either perpendicularly 
or diagonally to traffic (Note 1). The 
stripes shall be applied conveniently 
close together to facilitate observations. 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 


Note 1. — tests are conducted on a broomed 
concrete pavement, the stripes should be applied 
diagonally to traffic, preferably 45 deg. to the 
direction of the brooniing. 

■ (6) The rate of application shalP be 
at the option of the testing agency.' It 
is recommended, however, that on -port-' 
land-cement concrete the spreading: rate' 
shall be not less than 125 nor more than 250 
sq. ft. per gal (Note 2). The spreading 
rate of the samples being tested shall 
be the same, except that a tolerance of 
plus or minus 5 per cent variation in 
spreading rate will be permissible. 

Note 2. — ^These spreading rates are equiva- 
lent to a range of 7 to 14 gal. per mile for a 
stripe 4-in. in width and il| to 21 gal per mile 
for a stripe 6-in. in width. 


Observations 

6. (a) Inspection of the test sections 
shall be made at regular intervals. The 
following schedule of inspections is 
recommended; 


First inspection immediately prior to subjecting 

the test stripe to traffic 

Second inspection 24 hr. after application 

Third inspection 2 weeks after application 

Fourth inspection 4 weeks after application 

Fifth inspection 8 weeks after application 

Subsequent inspections. . .every 4 weeks thereafter 


(b) Observations shall be made as to 
the relative performance characteristics, 
such as general appearance, day and 
night visibility, bleeding, chipping, and 
abrasion. It is recommended that pho- 
tographs be made as a supplementary 
record of the relative performance char^ 
acteristics. 



Standard Method of Test f or 

ABRASION RESISTANCE OF COATINGS OF PAINT, VARNISH, 
LACQUER, AND RELATED PRODUCTS WITH THE AIR 
BLAST ABRASION TESTER' 



A.S.T.M. Designation: D 658 - 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 658; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is primarily 
intended for determining the abrasion 
resistance of coatings of paint, varnish, 
lacquer, and related products when ap- 
plied to flat sheet metal of uniform sur- 
fece texture. 

Nature of Test 

2. In this method the abrasion .re- 
sistance of coatings of paint, varnish, 
lacquer, and related products is deter- 
mined by the amount of abrasive 
required to wear through a unit film 
thickness of the coating when the abra- 
sive is allowed to impinge on the coating 
at a uniform rate, under the action of a 
controlled air blast. 

Apparatus 

3. The apparatus shall consist of the 
following: 

1 Under the standardization jjrocedure of the SocieW» 
this method is under the jurisdiction of the A.S.T.M, Com- 
mittee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as ten tatiye from 1942 to 1944. 


(a) Abrasion Tester —Kn abrasion 
tester such as is illustrated in Figs. 1 
and 2. 

{h) Air-Control Assembly . — An air- 
control assembly such as is illustrated in 
Fig. 3. 

Standardization of Abrasion Tester 

4. The abrasion tester, equipped with 
a standard glass nozzle, shall be as- 
sembled as illustrated in Fig. 1. The 
inner tube of the nozzle, as illustrated 
in Fig, 4, shall be connected by a flexible 
tubing to a suitable oil-free air supply, 
which shall be delivered from control 
apparatus (see Fig. 3) capable of main- 
taining the pressure within plus or minus 
1.5 mm. of mercury of the specified test 
pressure. For purposes of standardiza- 
tion the test pressure shall be adjusted 
to 10 cm. of mercury and the abrasive 
outlet opened. The machine shall be 
run for 3 min. and shall deliver an 
average of 44 dz 1 g. of carborundum per 
minute. The diameter of the air tubing 
shall be sufi&ciently large to permit a 
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flow of air of 2.5 cu. ft. per min. at the 
nozzle. When these conditions are real- 
ized, the machine may be consideffed 
standardized and suitable for abrasion 
resistance determinations. . 

Note. — -For purposes of interlaboratory 
standardization, the machines may be further 
standardized by using as a basis for comparison 
a materia! mutually agreed upon by the pur- 


Note.— T he method may also be adapted for 
the testing of larger specimens or coated parts. 

(&) The material whose abrasion re- 
sistance is to be determined shall be 
applied to the clean metal panels in such 
a manner that a coating of uniform thick- 
ness is obtained.® The time between 
application of the coating and the testing 



FROM ^ ^ 
AIR CONTROL 
APPARATUS , 


FLOWMETI 


lANOMETER 


Fig 1.— Abrasion Test Apparatus (Closed), 


chaser and the seller. The abrasion resistance 
results thus obtained should agree within plus 
or minus 2.5 per cent. 

T^st Specimen 

S. (o) The metal panels upon which 
the coating is applied shall be not more 
than 5 in. in length, 4 in. in width, and 
i in. in thickness (Note). The surface 
preparation of the panels shall be agreed 
upon by the purchaser and the seller. 


of the specimen, as well as the tempera- 
ture and humidity environment used for 
maturing the coating during this period, 
shall be agreed upon by the purchaser 
and the seller. 


..c papfis by P. H. Walker and J. G. Thompson on 
SoiM Physiral Properties of Paints," Proceedings, Am. 
&>c. Testing Mate., Vol. 22, Part II, p. 464 (1922); and by 
H- Laboratori^ ^‘‘frd, Vol. XIV, No. 7. n. 



HIGH- 

PRESSURE 

AIR 



1 - OFF-ON VALVE 

2 - FILTER 

3- PRESSURE-REDUCING VALVE 

4- ALUNDUM FILTER 

5 - TEMPERATURE-ADJUSTING COIL 

5/4" I.D, X 5/}g"o.D. X 12' (COPPER) 


ADJUSTED TO GIVE 
SLIGHT BUBBLING AT 
WORKING PRESSURE 


6— MERCURY LEG 

DIAM X 30" GLASS 
CONTAINER 

7- EQUALIZING CHAMBER 

5- GALLON CARBOY 


S- FLOW METER 
9- MANOMETER 
!.D.X%"0J 
B-l4"LD.X%V! 


/RUBBER 

TUBING 


Fig. 3. — ^Air-Control Assembly for Abrasion Test. 

under conditions of temperature and . suitable abrasive may 

humidity mutuaUy agreed upon by the 

purchaser and the seller. If it is de- fraction employed that pa 

\ ^ . sieve and is retained on th 

Sirable to check abrasion values at ^ Detailed requirements 

,, . , ri * 1 the Standard Specifications 

another time or place, the nim thickness (a.s.t.m. Designation: .i 
and the temperature and humidity con- D^sig^SnsTuron^^^^^ 


* Suitable abrasive may be obtained from the ’Carbo- 
rundum Co., Niagara Falls, N. Y,, as silicon carbide grain 
ISO special. It should be sieved before use and only the 
fraction employed that passes the No. 170 (88- micron) 
sieve and is retained on the No. 200 {74 -micron) sieve. 

6 Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves for iTesting Purposes 
(A.S.T.M. Designation: E U), which appears in this 
publication, see Contentsin Numeric Sequence of A.S.T.M. 
Designations at front of book. 
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holder^ and aEowed to flow until the 
coating is , worn ' through to the base 
metal. "The end point shaE be con- 



pattern. . When this point is reached the 
abrasive stream shall be immediately 
shut off and the weight of abrasive used 
shall be determined. The thickness of 
the film around the wear pattern shall 
then be determined by any method ac- 
curate to plus or^ minus, 0.0001 in. 

NoTE.—The used . carborandum „ from a 
previous test may be reused provided it is sieved 
through a No. 100 (149-micron) sieve® before it 
is, returned to the holder in order to eliminate 
all of the large particles of the coating that 
chipped off during the abrasion test. The 
carborundum shall be replaced after it has been 
used 'five times.''",' 

Calculation 

' 8. The abrasion coefficient for the ma- 
terial shall be calculated from the follow- 
ing formula in which .it is assumed that 
the abrasion resistance is proportional 
to film thickness r 


Abrasion coefficient 



where: 

Wi = weight in grams of abrasive and 
, holder before, testy 
= weight in grams of abrasive and 
', holder after test, and 
T == thickness of coating in mils 
(0.001 in.). 


sidered as having been reached when a 

small , spot approximately 2 mm. in di- 9. The average of the results from the 
ameter is worn through. This spot shaU determinations made' shall be reported 
be located in the center, of the wear as the abrasion coefficient of the material 


Standard Methods of 

CHEMICAL ANALYSIS OF WHITE LINSEED OIL PAINTS^ 



A.S.T.M. Designation: B 215- 41 
Adopted, 1929; Revised, 1935, 1937, 1941 « 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 215; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These methods cover the proce- 
dures for the chemical analysis of the 
usual white linseed oil paints. 

Preparation of Sample 

2. On receipt of a sample, make a 
record of the label, noting especially the 
brand, the name of the manufacturer, 
and any statement as to the composition 
of the paint and the net contents. 
Weigh the unbroken package, open, note 
odor and condition of the contents, pour 
into a clean container, and mix thor- 
oughly by pouring from one container 
to the other, finally leaving the well- 
mixed sample in the second container, 
which shall be tightly closed. The well- 
mixed sample shall be used at once for 
the analysis. The original can and 
cover may be cleaned with gasoline, 
wiped dry, and then weighed. This 
weight subtracted from the original 
weight will give the net weight of the 


A Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, these methods were 
published as tentative from 1925 to 1929, being revised in 
1927, 1928, and 1929. 


contents. If desired, the specific grav- 
ity of the paint may be determined and 
the weight per gallon calculated, and 
the volume of paint and the capacity of 
the container may be measured. 

Reagents 

3. (a) Extraction Mixture. — -Mix 10 
volumes of ether (ethyl ether), 6 volumes 
of benzol, 4 volumes of methyl alcohol, 
and 1 volume of acetone. 

(6) Aqueous Sodium Hydroxide. — Dis- 
solve 100 g. of NaOH in distilled water 
and dilute to 300 ml. 

{c) Alcoholic Sodium Hydroxide Solu^- 
tion. — Dissolve pure NaOH in 95 per 
cent ethyl alcohol in the proportion of 
about 22 g. per 1000 mi. Let stand in a 
stoppered bottle. Decant the clear 
liquid into another bottle and keep well 
stoppered. This solution should be 
colorless or only slightly yellow when 
used. It will keep colorless longer if the 
alcohol is previously treated with NaOH 
(about 80 g. to 1000 ml), kept at about 
50 C. for 15 days, and then distilled. 

id) Wijs Solution.^I)mo\Ytiod^ 
glacial acetic acid that has a melting 
point of 14.7 to 15 C. and is free from 
reducing impurities, in such proportion 
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that 13 g. of iodine will be present in 
1000 ml. of solution. The preparation 
of the iodine monochloride solution pre- 
sents no great difficulty, but it shall be 
done with care and accuracy in order to 
obtain satisfactory results. There shall 
be in the solution no sensible excess 
either of iodine or more particularly of 
chlorine over that required to form the 
monochioride. This condition is most 
satisfactorily attained by dissolvmg in 
the whole of the acetic acid to be used 
the requisite quantity of iodine, using a 
gentle heat to assist the solution if neces- 
sary. Set aside a small portion of this 
solution while pure and pass dry chlorine 
into the remainder until the halogen 
content of the solution is doubled. 
Ordinarily it will be found that by pass- 
ing the chlorine into the main part of the 
solution until the characteristic color of 
free iodine has just been discharged, 
there will be a slight excess of chlorine, 
which is corrected by the addition of the 
requisite amount of the unchlorinated 
portion until all free chlorine has been 
destroyed. A slight excess of iodine 
does little or no harm, but excess of 
chlorine must be avoided. 

(e) Standard Sodium Thiosulfate Solu- 
Dissolve pure sodium thiosulfate 
in distilled water (that has been well 
boiled to free it from carbon dioxide) in 
the proportion of 24.83 g. of Na 2 S 203 * 
5 H 2 O to 1000 ml. of the solution. It is 
best to let this solution stand for about 
two weeks before standardizing. Stand- 
ardize® with pure resublimed iodine, pure 
potassium bi-iodate, or pure KIO3. 
This solution will be approximately 
O.h Ny and it is best to leave it as it is 
after determining its exact iodine value, 
rather than to attempt to adjust it to 
exactly 0.1 A. Preserve in a stock 
bottle provided with a guard tube filled 
with soda lime. 


* Treadwell-Hall, “Analytical Chemistry/* Vol. 2. 


(f) Starch Solution— up 2 to 3 g. 
of potato starch or 5 g. of soluble starch 
with 100 ml. of salicylic acid solution 
(1 per cent), add 300 to 400 ml. of boil- 
ing water, and boil the mixture until the 
starch is practically dissolved, then 
dilute to 1 liter. 

(g) Potassium Iodide Solution. — Dis- 
solve ISOg. of KI free from KIO3 in 
distilled water and dilute to 1000 ml. 

{h) Acid Ammonium Acetate Solu- 
tion— yih. 150 ml. of 80 per cent acetic 
acid, 100 ml. of water, and 95 ml. of 
NH4OH (sp. gr. 0.90). 

{i) A mmonium Polysul fide. — Pass 
H2S gas into 200 ml. of NH4OH (sp. 
gr. 0.90) in a bottle immersed in running 
water or in iced water until the gas is 
no longer absorbed; then add 200 ml. of 
NH4OH (sp. gr. 0.90) and dilute with 
water to 1000 ml. Digest this solution 
with 25 g. of flowers of sulfur for several 
hours and filter. 

{]) ^^Lead AcidP—Ulx 300 ml. of 
H2SO4 (sp. gr. 1.84) and 1800 ml. of 
distilled water. Dissolve 1 g. of c. p. 
lead acetate in 300 ml. of distilled water 
and add this to the hot solution, stirring 
meanwhile. Let stand at least 24 hr. 
and siphon through a thick asbestos 
filter. 

(k) Potassium Permanganate Solution. 
— Dissolve 3.2 g. of pure KMn 04 in 1 
liter of distilled water, let stand 8 to 14 
days, siphon off the clear solution (or 
filter through an asbestos filter), and 
standardize against National Bureau of 
Standards^ standard sample 40<; of 
sodium oxalate as follows: In a 400 ml. 
beaker dissolve 0.25 to 0.30 g. (accu- 
rately weighed) of sodium oxalate in 250 
ml. of hot water (80 to 90 C.) and add 
15 ml. of diluted sulfuric acid (1:1). 
Titrate at once with the KMn04 
solution, stirring the liquid vigorously 
and continuously. The KMn04 must 
not be added more rapidly than 10 to 
15 ml per min., and the last 0.5 to 1 ml. 
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must be ' added drop by drop with par- 
ticular care: to allow each drop to be 
fully decolorized before the next is in- 
troduced. The temperature of the solu- 
tion should not be below 60 C. by the 
time the end point is reached. (Too 
rapid cooling may be prevented by 
allowing the beaker to stand on a small 
asbestos-covered hot plate during the 
titration. The use of a small ther- 
mometer as a stirring rod is most con- 
venient.) The weight of sodium oxalate 
used multiplied by 0.833 gives its iron 
equivalent. The KMn04 solution 
should be kept in a glass-stoppered bottle 
painted black to keep out light. 

The iron (Fe) value of the KMn04 
multiplied by 1.076 theoretically equals 
its antimony (Sb) equivalent. How- 
ever, for use in determining antimony, 
the KMn04 is best standardized as fol- 
lows: To 0.25 g. of pure metallic antimony 
in a 500-ml. resistant glass Erlenmeyer 
jJaskj^add 12 to IS ml. of H2SO4 (sp. gr. 
1.84) and 10 to 12 g. of K2SO4. Heat until 
all the antimony is dissolved, cool, dilute 
to 250 ml. with water, add 20 ml. of HCl 
(sp. gr. 1.19), cool to 10 to 15 C., and 
titrate with the KMn04 solution until a 
faint pink color is obtained. For special 
work, after digesting, dilute to 100 ml. 
with water, add 1 to 2 g. of Na2S03, and 
boil until all the SO2 is expelled. This 
is shown when no blue color is obtained 
with starch-iodate paper (see below); 
the volume will be reduced about one- 
half. Dilute to 250 ml. with water, add 
20 ml. of HCl (sp. gr. 1.19), and com- 
plete as described. 

(0 Standard Potassium Ferrocyanide, 
—DLssolve 22 g. of pure K.4Fe(CN)6* 
3H2O in water and dilute to 1000 ml. 
To standardize, transfer about 0.2 g. 
(accurately weighed) of pure metallic 
zinc or freshly ignited pure zinc oxide 
to a 400-ml. beaker. Dissolve in 10 ml. 


* Pyrex glass is very satisfactory for this purpose. 


of HCl (sp. gr. 1.19) and 20 ml. of water.; 
Drop in a small piece of., litmus paper, 
add NH4OH until slightly alkaline, then 
add HCl until just acid, and then 3 ml. 
of HCl (sp. gr. 1.19). Dilute to about 
250 ml. with hot water and heat nearly 
to boiling. Run in the K4Fe(CN)6 solu- 
tion slowly from a burette, while stirring 
constantly, until a drop tested on a white 
porcelain plate with a drop of the uranyl 
indicator shows a brown tinge after 
standing 1 min. A blank should be 
run with the same amounts of reagents 
and water as in the standardization. 
The amount of K4Fe(CN)6 solution re- 
quired for the blank should be subtracted 
from the amounts used in standardiza- 
tion and in titration of the sample. The 
standardization must be made under the 
same conditions of temperature, volume, 
and acidity as obtained when the sample 
is titrated. 

(m) Uranyl Indicator for Zinc Titra- 
tion . — A solution of uranyl nitrate (5 per 
cent) in water or a solution of uranyl 
acetate (5 per cent) in water made 
slightly acid with acetic acid. 

{n) Alkaline Lead Nitrate Sohdion . — 
Into 100 ml. of KOH solution (56g. in 
140 ml. of water) pour a saturated solu- 
tion of Pb(N03)2 (250 g. in 500 ml. of 
water) until the precipitate ceases to re- 
dissolve, stirring constantly while mix- 
ing. Let settle, filter through asbestos, 
and dilute the clear filtrate with an equal 
volume of water. About three volumes 
of the Pb(N03)2 solution will be required 
for one volume of the KOH. 

(o) Ammoniacal Cadmium Chloride 
or Zinc Sulfate Solution . — Dissolve 8 g. 
of CdCl2*2H20 in 200 ml of water aiid 
add 200 ml. of NH4OH (sp. gr. 0.90), or, 
dissolve 200 g. of ZnS04-7H20 in 1080 
ml, of water and 920 ml. of NH4OH 
(sp. gr. 0.90). 

fp) Standard Potassium I odate Solu- 
tion.— Dissolve 3.6 g. of KIO3 and 39 g. 
of KI in 1000 ml of water. For general 
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work the theoretical: sulfur' titer of this- 
solution should be used; for special work, 
the solution may be standardized against 
like material, such as a lithopone of 
known sulfide sulfur content. The theo- 
retical titer is based on standard Na2C204 
and is obtained as follows: To 300 ml. of 
water in a 600-mL flask, preferably glass 
stoppered, add 10 mL of HCl (sp. gr. 1 . 19 ) 
and 1 g, of KI. Cool and add 10 ml. of 
0.1 N KMn04 solution which has been 
standardized against Na2C204. Swirl 
gently, stopper, and let stand for 5 min. 
Titrate the liberated iodine with stand- 
ard Na2S203 solution until the color 
fades. Then add 10 ml. of starch solu- 
tion and continue the titration until the 
blue color is destroyed. Repeat the 
titration, except to substitute 10 ml. of 
the ICIO3 solution for the KMn04 solu- 
tion. Calculate the normality of the 
KIO3 solution. 

(q) Starch Indicator for Sulfur Titra- 
tion-— {!) To 1000 ml. of boiling water, 
add a cold suspension of 6 g. of starch in 
100 ml. of water and boil vigorously for 
S min. Cool the solution, add 6g. of 
ZnCls dissolved in 50 ml. of cold water, 
thoroughly mix and set aside for 24 hr. 
Decant the clear supernatant liquid into 
a suitable container, add 3 g. of KI, and 
mix thoroughly. (2, Optional) Pre- 
pare an emulsion of 6 g. of soluble starch 
in 25 ml. of water, add a solution of 1 g. 
of NaOH in 10 ml. of water, and stir the 
solution until it gelatinizes. Dilute to 
1000 ml with water, add 3 g. of KI, and 
mix thoroughly. 

(f) Starch^ Paper- — Impregnate 

filter paper with a solution obtained by 
heating 2g. of starch with 100 ml of 
water, and, after solution, adding 0.2 g. 
of KIO3 dissolved in S ml of water. 

{s) Standard I odine Solution for SO2-— 
Place 15 to 20 g. of pure KI in a liter 
flask, dissolve in as little water as 
possible, and then add about 6.4 g. of 
resublimed iodine. Shake until the 


iodine is all dissolved, dilute to the mark 
with water, and mix. ■ This solution is 
approximately 0,05 N and is standard- 
ized against 0.05: N Na2S203 to obtain 
its true normality, 

(t) Standard Sodium Thiosulfate Solu- 
tion for 5O2. — Prepare and standardize 
as described above, except that 12.42 g. 
of pure crystallized Na2S203-5H20 ' are 
used or the 0.1 N solution may be di- 
luted with an equal volume of cold CO2- 
free water. 

Water^ 

4. Mix 100 g. of the sample in a 250- 
ml flask with 75 ml of toluene. Place 
the flask in an oil bath, connect with 
condenser, apply heat to the bath, and 
distill until about 50 ml of distillate 
have been collected in a graduate. The 
temperature in the flask should be then 
about 105 to 110 C. The number of 
milliliters of water collected under the 
toluene in the receiver is the percentage 
of water in the paint. 

Volatile Thinner 

5. Weigh accurately from 3 to 5 g. of 
the sample into a tared flat-bottomed 
dish about 8 cm. in diameter, spreading 
the paint over the bottom. Heat at 105 
to 110 C. for 1 hr., cool, and weigh. 
Calculate the loss in weight as percentage 
of water and volatile thinner, subtract 
from this the {percentage of water,^and 
report the remainder as volatile thinner. 

Nature of Thinner 

6. (a) Transfer about 150 g. of the 
paint to a 500 ml flask fitted with a 
2-hole cork stopper carrying a spray trap 
connected with a vertical condenser. 
Through the other hole in the stopper 
pass an influx tube for steam. (This 


* A convenient apparatus or this deterinmation is 
shown in Fig. 1 (fe) of the Standard Method of Test for 
Water in Petroleum Products and Other Bituminoui 
Materials (A.S.T.M. Designation: D 95), see p. 627. 
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tube should dip below the surface of the 
paiBt.) . Heat the flask' in an oil bath or 
an air bath at lOO C. and pass through 
it a current of steam ; with the steam still 
passing through, raise the temperature 
of the bath to 130 C. Catch the dis- 
tillate in a small separatory funnel; con- 
tinue distillation until 300 ml. of water 
have been condensed. Portions of this 
water may be drawn from the cock of 
the separatory funnel from time to time, 
but care must be taken not to draw out 
any of the volatile thinner. Let the 
distillate stand until it separates into 
two layers, then draw off the water and 
filter the volatile thinner through a dry 
filter paper into a dry flask. If the 
thinner is apparently turpentine, ex- 
amine the distillate by the methods de- 
scribed in Sections 7 to 11 , inclusive, of 
the Tentative Methods of Sampling and 
Testing Turpentine (A.S.T.M. Designa- 
tion: D 233) of the American Society 
for Testing Materials.® If the thinner 
is a mixture of turpentine and petroleum 
spirits, an approximate determination 
of the amount of turpentine may be 
made by the polymerization test de- 
scribed in Methods D 233. It should be 
noted that turpentine is slightly soluble 
in water (about 0.3 to 0.4 ml. per 100 ml. 
of water). 

(b) To test for benzol, add a few drops 
of the distillate to a small quantity of a 
mixture of HNO 3 (sp. gr. 1.42) and 
H2SO4 (sp. gr. 1.84), and heat cautiously. 
The characteristic odor of nitrobenzol 
will be noted if benzol is present. 

(c) If the thinner is apparently all 
petroleum spirits, no further examination 
is necessary. 

(d) When the amount of turpentine 
in the thinner is small so that its presence 
is questionable, it may be detected by 
placing two drops of the distillate and 
2 to 3 ml. of chloroform in a dry test 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book- 


tube and adding one drop of, antimony 
pentachloride. A slow or slight change 
in "Color will indicate the absence of 
turpentine. A rapid change in color to 
a dark red or purple will indicate the 
possibility of turpentine. The iodine 
number for turpentine by the Wijs . 
method under these conditions is ap- 
proximately 340. An iodine number of 
20 or over will give additional proof of 
the presence of turpentine and enable 
calculation of the approximate amount. 

Percentage of Pigment 

7. Strain a portion of the well-mixed 
sample through a No. 80 (177-micron) 
sieve'^ to remove any skins, and weigh 
accurately about IS g. of the strained 
paint in a weighed centrifuge tube. 
Add 20 to 30 ml of the extraction mix- 
ture (Section 3), mix thoroughly with a 
glass rod, wash the rod with more of the 
extraction mixture, and add enough of 
the reagent to make a total of 60 ml. in 
the tube. Place the tube in the con- 
tainer of a centrifuge, surround the tube 
with water, and counterbalance the con- 
tainer of the opposite arm with a similar 
tube, or a tube with water. Whirl at a 
moderate speed until well settled. De- 
cant the clear supernatant liquid, repeat 
the extraction twice with 40 mi. of ex- 
traction mixture and once with 40 ml. 
of ethyl ether. After drawing off the 
ether, set the tube in a beaker of water 
at about 80 C. or on top of a warm oven 
for 10 min., then in an oven at 105 to 
HO C. for 2 hr. Cool, weigh, and cal- 
culate the percentage of pigment. 
Grind the pigment to a fine powder, pass 
through the No. 80 (177-micron) sieve‘s 
to remove any skins, and preserve in a 
stoppered bottle. 

’’ Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11) , which appears in this pub- 
lication, sec Contents in Numeric Sequence of A.S.T.M. 
Designations at front of book. 
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Pei ceaiuge of ■ HoiiYolatile Vehicle 

8. Add together the percentages of 
water, volatile thinner, and pigment, 
and subtract the sum from 100. Report 
the remainder as nonvolatile vehicle. 

Testing Nonvolatile Vehicle 
Preparation of Fatty Acids 

9. (a) To about 25 g. of the sample 
in a porcelain casserole, add 15 ml. of 
aqueous NaOH and 75 ml of ethyl alco- 
hol, mix, and heat uncovered on a steam 
bath until all volatile thinner is driven 
off and saponification is complete. Add 
100 ml. of water, boil, add H2SO4 (sp. 
gr. 1.2) (8 to 10. ml. in excess), boil, stir, 
and transfer to a separatory funnel to 
which some water has been previously 
added. Draw off as much as possible 
of the acid aqueous layer and any in- 
soluble or precipitated matter, wash 
once with water, then add 50 ml. of 
water and 50 ml. of ethyl ether. Shake 
very gently with a whirling action to 
dissolve the fatty acids in the ether, but 
not so violently as to form an emulsion. 
Draw off the aqueous layer and wash 
the ether layer with one 15-mL portion 
of water and then with 5-mL portions of 
water until free from sulfuric acid. 
Then draw off the water layer com- 
pletely. Transfer the ether solution to 
a dry flask and add 25 to 50 g. of anhy- 
drous Na2S04- Stopper the flask and 
let stand with occasional shaking at a 
temperature below 25 C. until the water 
is completely removed from the ether 
solution, which will be shown by the 
solution becoming perfectly clear above 
the solid Na2S04. Decant this clear 
solution, if necessary, through a dry 
filter paper into a dry 100-ml. Erlen- 
meyer flask. Pass a rapid current of 
dry air (pass through a CaCb tower) 
into the mouth of the Erlenmeyer flask 
and heat to a temperature below 75 C. 
on a dry hot plate until the ether is 


entirely driven off. It is important to 
follow all of the details, since ether 
generally contains alcohol, and after 
washing with water always contains 
water. It is very difficult to remove 
water and alcohol by evaporation from 
fatty acids, but the washing of the ether 
solution and subsequent drying with 
anhydrous sodium sulfate removes both 
water and alcohol. Ether, in the ab- 
sence of water and alcohol, is easily re- 
moved from fatty acids by gentle heat 
If the pigment settles out rapidly in a 
sample of the paint on standing so that 
sufficient vehicle can be poured off, or 
if sufficient vehicle is obtained by 
centrifuging the paint, it will be advan- 
tageous to saponify this separated ve- 
hicle and liberate and prepare the fatty 
acids as described. 

The above method of preparing the 
fatty acids directly from the material, 
rather than from the extracted vehicle, 
is based upon past experience in some- 
times obtaining too low results by the 
latter method. Occasionally, however, 
trouble is experienced in saponifying the 
entire material, due to interference of 
pigment. In such an instance it is per- 
missible to save the extracted vehicle 
(see Section 7 on Percentage of Pigment), 
evaporate the organic solvents on a 
steam bath, and saponify and prepare 
the fatty acids in the usual manner from 
this extract. If the iodine number 
obtained in this manner passes a given 
specification, no further work is neces- 
sary. If the iodine number is low, it will 
be necessary to repeat the work directly 
on the entire material. 

The fatty acids prepared as above 
should be kept in a stoppered flask and 
examined at once. 

(5) Instead of the method described 
in Paragraph (a) the following procedure 
may be used, especially with samples 
that give trouble by the former: To 
about 50 g. of the sample in a porcelain 
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casserole, add 30 ml. of aqueous NaOH 
(30 per cent) and 125 ml. of ethyl alco-’ 
hoi, mix, and evaporate on a steam bath 
until the residue is dry. Transfer to a 
400-inL beaker and boil with 200 ml of 
water, add H 2 SO 4 (sp. gr.. 1.2) (25 ml. 
in excess), boil, stir, filter through large 
coarse paper, and drain. Scrape mass 
into a flask, shake violently with ether, 
centrifuge, decant into a separatory 
funnel, and wash with small amounts 
of water until free of H2SO4. Transfer 
ether solution to dry flask and let stand 
over about 40 g. of anhydrous Na 2 S 04 
until ether layer is clear. Decant the 
clear solution through a filter paper into 
a dry 100-ml. flask. Pass a rapid 
current of dry air into the mouth of the 
flask and heat to a temperature below 
75 C. on a dry hot plate until the ether 
is entirely removed. The fatty acids 
prepared as above should be kept in a 
stoppered flask and examined at once. 

Mineral Oil and Other Unsaponifiable 

Matter 

10. Place 10 drops of the fatty acids 
(Section 9), in a 50-mL test tube, add 
5 ml. of alcoholic NaOH (Section 3), boil 
vigorously for 5 min., add 40 ml. of 
water, and mix. A clear solution indi- 
cates that not more than traces of un- 
saponifiable matter are present. 

Iodine Number of Fatty Acids^ 

11. Place a small quantity of the 
fatty acids (Section 9), in a small weigh- 
ing burette or beaker. Weigh accu- 
rately, Transfer by dropping about 
0.15 g. (0.10 to 0.20 g.) into a 500-mL 
bottle having a well ground glass stopper, 
or an Erlenmeyer flask having a spe- 
cially flanged neck for the iodine test. 
Reweigh the burette or beaker and 


8 If appreciable amounts of rosin or of unsaponifiable 
matter are found to be absent in the vehicle of a paint, 
the iodine number of the fatty acids gives the best indica- 
tion (though not proof) of the presence of linseed oil. An 
iodine number of less than 17l (Wijs) for the fatty acids 
is an indication that the nonvolatile vehicle was not pure 
linseed oil. 


determine the. amount of .'sample used... 
(If desired the sample,. may be weighed 
in a small wide-mouthed. vial and. the 
vial containing the ' weighed sample 
placed in the bottle or flask.) Add 
10 ml, of chloroform. Whirl the bottle 
or flask to dissolve the sample. Add 
10 ml. of chloroform to two empty 
bottles or flasks like that used for the 
sample. Add to each bottle or flask 
25 ml. of the Wijs solution (Section 3) 
and let stand with occasional shaking 
for 1 hr. in a dark place at a temperature 
of from 21 to 23 C. Add 10 ml. of the 
KI solution (15 per cent) and 100 ml, of 
water, and titrate with standard sodium 
thiosulfate solution (Section 3), using 
starch as indicator. The titrations on 
the two blank tests should agree within 
0.1 ml. From the difference between 
the average of the blank titrations and 
the titration on the sample and the iodine 
value of the thiosulfate solution, calcu- 
late the iodine number of the sample 
tested. (Iodine number is given in 
centigrams of iodine to 1 g. of sample.) 

Rosin 

12. (a) Liebermann-Storch Test . ^ — ^To 
about 1 g. of the fatty acids add 15 ml. 
of acetic anhydride and shake until 
solution is complete. Pour a few drops 
of this solution on a white porcelain 
plate (a crucible cover serves well) and 
add a drop of H 2 SO 4 (sp. gr, 1.53). A 
fugitive violet color indicates rosin. 

(b) Halphen- Hicks Test }^ — Test the 
fatty acids with the Halphen-Hicks 
reagent as follows: 

Solution A. — One part by volume of 
phenol dissolved in two parts by 
volume of CCI4. 

Solution B,— One part by volume of 
bromine dissolved in four parts by 
volume of CCI 4 . 


* “Cbemical Tecboology and Analysis of Oils, Fats 
and Waxes,” by J. Lewkowitsch, Vol. 1, p. 623 (1921). 

Industrial and Engineering Chemistry ^ Vol. 3, p. 86 
1911). 
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■ Add 1 to 2 ml. of Solution A to about 
1 g. of the fatty adds an this 

mixture into a cavity of an ordinary 
porcelain color-reaction plate until it 
just fills the depression. Immediately 
fill an adjacent cavity with Solution B, 
Cover the plate with an inverted watch 
glass and note the color, if any, pro- 
duced in the former solution by the 
action of the bromine vapors from Solu- 
tion B. A decided purple or deep indigo 
blue color is an indication of the presence 
of rosin. 

Analysis of Pigment 
Qualitative Analysis 
Qualitative Analysis 

13. A complete qualitative analysis, 
following the well-established methods, 
should be made and the quantitative 
scheme modified as required. Add 
acetic add slowly to the pigment until 
all carbonate is decomposed (noting 
whether any H2S is evolved), then add a 
large excess of acid ammonium acetate 
solution (Section 3). Boil, filter, and 
test the filtrate for metals other than 
lead and zinc (especially calcium and 
barium). The absence of calcium in this 
filtrate indicates that the extending 
pigments contain no CaCOs or CaS04; 
the absence of barium indicates that the 
extending pigments contain no BaCOs.^^ 
Wash the matter insoluble in acid am- 
monium acetate solution with another 
portion of this solution, and finally with 
hot water. This insoluble matter is 
dried, ignited, and tested for siliceous 
matter, BaS04, and titanium com- 
pounds. To test for the latter, place 
a small amount of the insoluble matter, 


» Tf the original sample contained BaCOa aind FbS04, 
CaSOi, or other soluble sulfate, the soluble Ba will form 
with the soluble sulfate a precipitate of BaS 04 which will 
be determined as “insoluble matter.” If the sample con- 
tained SrS04 or SrCOs, some SrS04 may be counted as 
BaSO^, some Sr will count as soluble barium, and some 
may be counted as CaO. This element is not separated, 
as it probably will not be encountered, or will be present 
as an impurity in the Ba and Ca compounds. 


or of the original sample (about 0.5 g.), 
in a 25O-111I. resistant glass beaker*/ add 
20 ml.'of H2SO4 (sp. gr, 1.84) and 7 to 8 
g. of' (NH4)2S04.' Mix well, and boil for 
a few minutes. A residue denotes the 
presence of silica or siliceous matter. 
Cool the solution, dilute with 100 ml. 
of water, heat to boiling, settle, filter, 
wash with hot sulfuric acid (5 per cent) 
until free from titanium. The residue 
may be tested for lead, barium, and silica. 
Add hydrogen peroxide to a small por- 
tion of the filtrate; a clear yellow-orange 
color indicates the presence of titanium. 
Boil another portion of the filtrate wdth 
metallic tin or zinc; a pale blue to violet 
coloration indicates titanium. Treat 
another portion (about 1 g.) of the pig- 
ment with 20 ml. of HCl (1:1) and note 
whether any H2S is evolved; boil the 
solution for about 5 min., add about 25 
ml. of hot water, filter, and wash with 
hot water. Render a small portion of 
the filtrate allialine with NH4OH, acidify 
with HCl, and add a little BaCb solu- 
tion; a white precipitate (BaS04) indi- 
cates the presence of a soluble sulfate. 
To another portion of the filtrate add a 
little H2SO4; a white precipitate indi- 
cates the presence of lead, soluble 
barium, or both (some CaSOi may also 
separate). Filter, wash to remove free 
acid, and treat the precipitate with a 
few drops of KI solution; the formation 
of yellow Pbl2 indicates the presence of 
lead. The white precipitate may also 
be treated with H2S water; the forma- 
tion of black PbS indicates the presence 
of lead. To another portion of the 
or iginak filtrate add NH4OH until alka- 
line, render slightly acid with acetic 
acid, heat to boiling, and add a little 
K2Cr207 solution; a yellow or orange- 
yellow precipitate indicates the presence 
of lead, soluble barium, or both. To 
another portion of the original filtrate 
add a few drops of R4Fe(CN)6 solution; 
a white precipitate with a blueish tinge 
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indicates the presence of zinc. Pass 
into the remaining portion of the original 
filtrate a current of H^S for 5 to 10" min., 
add an equal volume of water, and pass 
H2S intO: the solution for about 5 min. 
Filter, wash with H2S water. Digest 
the precipitate with ammonium poly- 
sulfide, filter, acidify the filtrate with 
HCI, and warm; the presence' of anti- 
mony is indicated by the separation of 
an orange colored precipitate. The 
filtrate from the H2S precipitate may be 
tested for barium, calcium, and mag- 
nesium in the usual manner. 

Quantitative Analysis^ Single Pigments 
Procedure 

14. If the sample is a single pigment, 
follow the procedure described in the 
Standard Methods of Chemical Analysis 
of White Pigments (A.S.T.M. Designa- 
tion: D 34) of the American Society for 
Testing Materials^^ for the particular 
pigment to be tested. 

Quantitative Analysis^ Mixed or 
Composite Pigments 

Moisture and Other Volatile Matter^® 

15. Place 1 to 2 g. of the pigment in a 
wide-mouth, short, weighing tube pro- 
vided with glass stopper. Heat with 
the stopper removed for 2 hr. at 105 to 
HOC. Insert the stopper, cool, and 
weigh. Calculate the loss in weight as 
moisture and other volatile matter. 

Loss on Ignition 

16. Ignite 1 g. of the pigment to con- 
stant weight in a porcelain crucible over 
a Meker burner. 


Appears in this publication, see CoDtcnts in Numeric 
Sequence of A.S.T.M. Designations at front of book.^ 

On an extracted and dried pigment, this determina- 
tion is of little value. If the original paint contained 
gypsum, a part of the combined water of the latter will be 
driven off in the drying of the extracted pigment and in 
the “moisture” determination. 

This determination may serve as a rough or approxi- 
mate check in many cases on the CO2, water, etc. 


Insoluble Matter 

17. {a) Moisten 1 g. ' of the pigment 
with a few^ drops of alcohol, cover, add 40 
ml. of HCI (1:1), boil gently for 5 to 10 
min. Wash the cover, evaporate to dry- 
ness, and heat at about 150 G.^ for 30 
min, to 1 hr. to dehydrate the residue. 
Moisten the residue with 4 ml. of HCI : 
(sp. gr. 1.19), allow to stand a few min- 
utes, dilute with 100 ml. of hot water, 
boil a few minutes, filter hot through 
paper, wash with hot water (until wash- 
ings give no test for lead and chlorine). 
Ignite the paper and residue in a 
platinum or porcelain crucible, cool, 
and weigh total insoluble matterd^ 
(The insoluble matter may be filtered 
off on a Gooch crucible, washed with 
hot water, dried at 105 C., cooled, and 
weighed; then ignited, cooled, and 
weighed, when it is desired to get the 
loss on ignition (combined water, or- 
ganic matter, etc.) of the same, or the 
insoluble matter is not to be further 
examined.) If the sample contains ti- 
tanium pigment, practically all of the 
Ti02 will be found in the insoluble matter 
along with BaS04 and siliceous matter. 
Should an examination of the insoluble 
matter be necessary, it is advisable to 
remove the Ti02 before proceeding 
further. The Ti02 may be removed (or 
determined on a separate portion) by 
the method described in Section 34 of the 
Standard Methods of Chemical Analysis 
of White Pigments (A.S.T.M. Designa- 
tion: D 34) of the American Society for 
Testing Materials.^^ After removing 
the Ti02, the residue containing siliceous 
matter and BaS04 may be ignited to 
remove the filter. To determine BaSOi, 
mix the ignited insoluble matter with 
about ten times its weight of anhydrous 
Na2C03 (grinding the mixture in an 
agate mortar if necessary) and fuse in a 
covered platinum crucible, heating about 
1 hr. Let cool, place crucible and cover 
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in a 200-mL glazed porcelain casserolel® 
add about 100 ml. of water, and heat 
until the mass is disintegrated. Filter 
on paper into a 300-mL glazed porcelain 
casserole (leaving crucible and cover in 
the original casserole) and wash the 
casserole and filter thoroughly with a 
hot solution of Na^COs (1 per cent). 
Place the casserole containing the cruci- 
ble and cover under the funnel, pierce 
the filter with a glass rod, and wash the 
residue into the original casserole by 
means of a jet of hot water. Wash the 
paper with hot HCl (1 : 1) and then with 
hot water. Remove the crucible and 
cover. Evaporate the HCl solution to 
dryness, and heat at about 150 C. for 
30 min. to 1 hr. Moisten the residue 
with about 10 nal. of HCl (sp. gr. 1.19), 
dilute with 100 ml. of hot water, boil a 
few minutes, filter hot through paper, 
and wash thoroughly with hot water. 
Dilute the filtrate to a volume of 300 
ml., bring to boiling, and add, drop by 
drop, 5 ml of H 2 SO 4 (1:4). Allow to 
stand in a warm place an hour or so, 
filter on a weighed Gooch crucible, wash 
with hot water, ignite, cool, and weigh 
as BaS 04 . Subtract the sum of the 
percentages of BaS 04 and Ti 02 from the 
percentage of total insoluble matter and 
report the result as the percentage of 
insoluble siliceous matter.^® 

(b) To determine silica, acidify the 
filtrate from the BaCOs filtration with 
HCl, boil to expel CO 2 , evaporate to 
dryness, bake to dehydrate the silica, 
moisten with HCl, dilute with 100 ml. 
of hot water, boil and filter through 
the same paper as was used to recover 
silica from the BaCOs portion. Wash 
thoroughly with hot water and proceed 
as in a silicate analysis. 


15 A casserole is preferable to a beaker, as silica is dis- 
solved from, glass when in long contact with a strong 
sodium carbonate solution. 

15 Any soluble AI2O3 (FeaOs) and in most cases MgO, 
and sometimes some CaO, come from the siliceous pig- 
ment used. MgO generally denotes the presence of 
asbestine. 


(c) If it is desired to look for ' mag- 
nesium, combine this last filtrate with 
the filtrate from the final BaS 04 separa- 
tion and test for AbOa and MgO in the 
usual way. To recover MgO' that may 
have dissolved in the procedure for the 
elimination of the Ti 02 , make the filtrate 
containing the Ti 02 just alkaline with 
NH4OH, bring to boiling, filter and 
wash. The filtrate may be tested for 
MgO. Any AI2O3 present will be pre- 
cipitated along with the Ti 02 . To 
recover this, ignite and weigh asTi 02 
and AI2G3. Deduct for Ti 02 present 
in the sample; the difference is AI2O3. 

Total Lead (Antimony) 

18. (a) Unite the filtrate and wash- 
ings (total volume 150 to 200 ml.) from 
the total insoluble matter, pass H 2 S 
into the solution until it is saturated, 
add an equal volume of water, and again 
saturate with H 2 S. Filter, wash with 
water containing a little H 2 S, dissolve in 
hot HNO3 (1:3), washing the paper with 
hot water. Add 10 to 20 ml. of H 2 SO 4 
( 1 : 1 ), evaporate until copious fumes of 
sulfuric acid are evolved. Cool, add 
about 75 ml. of water and then about 75 
ml. of 95 per cent ethyl alcohol. Stir, 
let settle, filter on a Gooch crucible, 
wash with diluted alcohol, dry in an 
oven at 105 to HOC.; or, ignite gently 
in a radiator^"^ or mufSe, cool, and weigh 
as PbS 04 . Calculate to PbO.^® 

(b) If the pigment contains antimony, 
filter and wash the sulfide precipitate as 
described in Paragraph (a). Wash the 
precipitate with a fine jet of water from 
the paper into a porcelain dish or cas- 
serole, add 25 ml. of ammonium poly- 
sulfide (Section 3), cover the vessel, and 
warm the mixture at 40 to 60 C. for 10 
to 15 min. while stirring frequently. 

U. S- Geological Survey Bulletin 700, p. 33 (1919). 

^8 It is not possible to determine the amount of basic 
lead carbonate and lead sulfate when carbonates or soluble 
sulfates of other^ metals, such as calcium, are present 
Also, neither basic lead carbonate nor basic lead sulfate 
are definite compounds. 
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Wash the coveij filter through the paper 
used in the first case, and wash with 2 
to 3 per cent NaaS or (NH4)2S solution. 
Discard the filtrate. Dissolve the resi- 
due in hot diluted HNO3 (1:3), and 
determine the lead as PbS04, as described 
in Paragraph (a). Or, the original sul- 
fide precipitate may be discarded and 
the lead determined on a separate por- 
tion of the pigment as follows: To 1 g. 
of the sample in a covered beaker, add 
40 ml. of HCl (1:1) and boil gently for 
5 to 10 min. Wash off cover and 
evaporate to dryness. To the residue 
add sufficient HCl (sp. gr. 1.19) to dis- 
solve the PbS04 (with pigments con- 
taining considerable amounts of PbS04, 
it may be necessary to add IS to 20 ml. 
of HCl (sp. gr. 1.19)), add about 50 ml. 
of hot water, boil a few minutes, filter 
hot through paper, and wash with hot 
water until washings give no test for 
lead. (If the sample contains no in- 
soluble matter, omit the filtration.) To 
the filtrate add 20 ml. of H2SO4 (sp. gr. 
1,84) and evaporate until dense white 
fumes of SO3 are copiously evolved. 
Allow to cool, but not below 60 C., and 
then add slowly 50 ml. of water while 
agitating the solution. Heat to boiling 
for several minutes in order to insure 
complete solution of antimony sulfate. 
Allow the PbS04 to settle out until the 
supernatant liquid is clear, not letting 
the temperature fall below 60 C. If 
the liquid does not clear quickly it must 
be heated longer. When clear, pour 
the solution through a weighed porcelain 
Gooch crucible with asbestos mat, de- 
canting the solution as completely as 
possible without allowing more than a 
very small amount of PbS04 to go over 
into the crucible. Now add 10 ml. more 
of H2SO4 (sp. gr. 1.84) to the PbS04 
in the original beaker, and boil for 
several minutes. Cool, add slowly 30 
ml. of water, and again heat to boiling 
for a few minutes. AUow the solution 


to cool to about 60 C. and completely 
transfer the PbSOi to the Gooch 
crucible. Wash with ^ lead acid” (Sec- 
tion 3) to remove soluble sulfates and 
finally wash free of acid with diluted 
alcohol (equal parts of ethyl alcohol or 
denatured alcohol and water). Dry in 
an oven at 105 to HOC., or ignite 
gently in a radiator or muffle. Calcu- 
late to PbO, or determine as PbCrOi 
as described in Paragraph (e). 

{c) If soluble compounds of barium 
or calcium are present, BaS 04 and 
CaS04 will be included with the PbS04. 
If soluble Si02 is present, it will also be 
included with the PbS04. In such 
cases, the PbS04 precipitate after wash- 
ing with diluted alcohol may be dis- 
solved in acid ammonium acetate (Sec- 
tion 3) and the lead determined as 
PbCr04, as described in Paragraph {e). 
For ordinary work, the amount of 
BaS04 dissolved by the acetate treat- 
ment may be disregarded. 

{d) If the pigment contains no soluble 
antimony, barium, or calcium com- 
pounds, the lead may be determined 
directly on the original pigment, as 
follows: To 1 g. of the sample in a 
covered beaker, add 25 ml. of HNO3 
(1:1), and boil gently a few minutes. 
Wash off cover, evaporate to dryness on 
a steam bath, moisten with HNOg, add 
hot water, and heat a few minutes. 
Filter and wash with hot water until 
washings are lead-free. Add 10 to 20 
ml. of H2SO4 (1 : 1) to the clear solution, 
evaporate, and determine lead as PbSOi, 
as described in Paragraph (u). 

{e) In the absence of soluble com- 
pounds of antimony, iron, aluminum, 
and barium, the following procedure 
may be used: Treat 1 g. of the original 
pigment with 25 ml. of HNO3 (1:1) and 
proceed as above. To the dear solu- 
tion, diluted to 200 ml., add NH4OH in 
slight excess, acidify with acetic acid, 
and add 4 to 6 ml, more of this acid. 
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Heat to' boiling and add 10 to 15 ml. of 
a solution of . K2Cr207 (10 per cent). 
Heat until the yellow precipitate as- 
sumes an orange color, let settle and 
filter on a weighed Gooch crucible. 
Wash by decantation until the washings 
are colorless, finally transferring all 
of the precipitate. Then wash with 95 
per cent ethyl alcohol and then with 
ether. Dry to constant weight at 
HO C., cool, and weigh PbCr04. Calcu- 
late to PbO. 

Antimony Oxide ' 

19. (a) Transfer 0.3 g. of a straight 
antimony oxide pigment, or 0.5 g. of a 
mixed pigment, to a 500-mL resistant 
glass Erlenmeyer flask, ^ add 15 ml. of 
water and 25 ml. of HCl (sp. gr.1.19). 
Cover with a watch glass, warm on the 
steam bath 10 to 15 min. to dissolve the 
antimony oxide, wash off cover, add 250 
ml. of water, and 15 ml. of H2SO4 
(sp. gr. 1.84). Boil 2 min., cool to 10 
to 15 C., and titrate to a faint pink tint 
with 0.1 iV KMn04 solution (Section 3). 
Calculate to SbsOs. 

The above procedure gives only the 
antimony in the ous condition. The 
following method gives the total anti- 
mony (ous and ic forms) : Transfer 0.3 g. 
of a straight antimony oxide pigment, or 
0.5 g. of a mixed pigment, to a SOO-ml. 
resistant glass Erlenmeyer flask, ^ add 
15 ml of H2SO4 (sp. gr. 1.84), 10 g. of 
K2SO4, and a 9-cm. filter paper (to 
furnish carbon to act as a reducing 


If the digestion with H 2 SO 4 and KsSOi (plus filter 
paper) is continued after the solution becomes colorless, 
some of the antimony may be oxidized from the ous to the 
condition* In such cases, cool, wash off the funnel, 
dilute to 100 ml. with water, add 1 to 2 g, of NaaSOa and 
boil until all of the SO 2 is expelled. This is shown when 
no blue color is obtained with starch-iodate paper (see 
Section 3); the volume will be reduced about one half. 
Dilute to 250 ml with water, add 20 ml. of HCl (sp. gr. 
1.19), and boil 2 min.*, cool to 10 to 15 C., and titrate to a 
faint pink tint with 0.1 W KMn04 solution. Calculate 
total Sb to SbaOs. Subtract the SbsOa found by the pro- 
cedure given in the first paragraph under Antimony Oxide 
from the total SbaOj and calculate the residual SbssO* to 
Sb20fi. 


agent). Place a -funnel in, the neck of 
the flask, and heat until the solution 
becomes colorless. Cool, wash off the 
funnel, dilute to 250 ml. with water, add 
20 ml. of HCl (sp. gr. 1.19), and boil 
2 min. Cool to 10 to IS C., and titrate 
to a faint pink, tint with 0.1 N KMn04 
solution.^® 

(b) Procedure in Presence of Apf red- 
able Amounts of Iron , — Treat 1 g, of the 
mixed pigment, or 0.3 g. of a straight 
antimony oxide pigment, in a covered 
250-ml. beaker with 5 ml. of water and 
20 ml. of HCl (sp. gr. 1.19). Heat on 
the steam bath for 15 min., cool, wash 
off cover, add 3 g. of tartaric acid and 
100 ml. of hot water, and digest a few 
minutes. Filter, catching the filtrate in 
a 500-ml. resistant glass Erlenmeyer 
flask.^ Wash thoroughly with hot water, 
dilute to 300 ml. with hot water, and 
pass in H2S until the precipitation is 
complete. (If the sample contains no 
insoluble matter, dissolve directly in a 
500-ml. resistant glass Erlenmeyer flask, ^ 
add tartaric acid, dilute, and pass in 
H2S.) Filter, wash with water con- 
taining H2S until free from HCl, return 
paper and precipitate to the Erlen- 
meyer flask, add 15 ml, of H2SO4 (sp. 
gr. 1.84) and 10 g. of K2SO4, place a 
funnel in the neck of the flask, and heat 
until the solution is colorless. Cool, 
wash off the funnel, dilute to about 250 
ml. with water, add 20 ml. of HCl (sp. 
gr. 1.19), boil for 2 or 3 min., cool to 
about 10 C., and titrate to a faint pink 
tint with 0.1 N KMnOi solution (Section 
3). Calculate the total antimony to 

*olf the digestion' with H2SO4 and K2SO4 (plus filter 
paper) is continued after the solution becomes colorless, 
some of the antimony may be oxidized from the ous to the 
ic condition. In such cases, cool, wash off the funnel, 
dilate to 100 ml. with water, add I to 2 g. of Na2S03 and 
boil until all of the SO2 is expelled. This is shown when 
no blue color is obtained with starch-iodate paper (see 
Section 3); the volume will be reduced about one half. 
Dilute to 250 ml. with water, add 20 ml. of HGl (sp. gr. 
1.19), and boil2 min.; cool to 10 to 15 C., and titrate to a 
faint pink tint with KMn04 solution (0,1 iV). 


1149 


Chemicai, Analysis of White Paints (D 215 -41) 


Soluble Barium 

20. Boil the combined filtrate and 
washings, reduced in volume by evapora- 
tion if need be, from the PbS precipitate 
(Section 18) to expel HsS. Add a slight 
excess of H 2 SO 4 (1:4) over the amount 
required to precipitate the barium, heat 
to boiling, let stand on a steam bath 
about 1 hr., filter on a weighed Gooch 
crucible, wash with hot water, dry, 
ignite, cool, and weigh as BaS 04 .^^’^^ 
Calculate to BaO. 

Aluminum Oxide (Fe 203 , Ti02, P 2 OS) 

21. Boil the filtrate from the PbS to 
expel H 2 S, add a few drops of HNO3, 
and continue the boiling a few minutes 
to oxidize any iron that may be present. 
In case soluble barium was present, use 

. the filtrate from that determination. 
To the solution containing at least 5 g. 
of NH4CI per 200 ml. of solution, or 
an equivalent amount of HCl, add a few 
drops of methyl red (0.2 per cent alco- 
holic solution) and heat just to boiling. 
Carefully add diluted NH4OH drop by 
drop until the color of the solution 
changes to a distinct yellow. Boil the 
solution for 1 to 2 min. and filter at once. 
Wash the precipitate thoroughly with 
hot NH4CI solution (2 per cent),^^ 
Ignite the precipitate, cool, and weigh as 
AlsOa.^® 

Total Zinc 

22. (a) To the combined filtrate and 
washings from the alumina precipitate 
(Section 21), add sufficient HN4CI to 
give 5 g. per 100 ml. of solution, and then 
add 1 g. of ammonium acetate.^^ 
Make slightly acid with acetic acid and 


21 This will iaclude any BaS04 that may have been dis- 
solved as such. The weighed precipitate should be tested 
for CaS04, and if present, it should be removed by treat- 
ing with hot diluted HCl, filtering, washing, igniting, and 
again weighing. 

** For very accurate work, or when the precipitate is 
large, the precipitate should be dissolved m HCl (1:1) 
and the precipitation repeated. 

^ This precipitate may also contain Fe203, TiOa, and 
PaOs., ; ■ 

*4 F. A. Gooch, “Representative Procedures in Quanti- 
taUve Chemical Analysis," 1st Edition, p. 107. 


pass in a current of HsS to saturation. 
Allow the precipitate' to settle com- 
pletely, filter on paper, and wash with a 
solution of acetic acid (2 per cent) 
saturated with H 2 S. Transfer the pre- 
cipitate and filter to the vessel in which 
the precipitation was effected, add 30' ml. 
of water and 10 ml of HCl (sp. gr. 1.19)^ 
heat until all zinc is in solution, add 20 l> 
.ml. of water and a small piece of litmus 
paper; add NH4OH (sp. gr. 0.90) until 
slightly alkaline, make just add with 
HCl, then add 3 ml. of HCl (sp, gr. 1,19), 
heat nearly to boiling, and titrate with 
standard K 4 Fe(CN )6 solution as in 
standardizing that solution (Section 3). 

(b) Zinc may be determined directly 
on the original sample as follows 
Weigh acurately about 1 g. (or an 
amount that will give a burette reading 
approximately equal to that obtained in 
the standardization) of the pigment, 
transfer to a 400-ml. beaker, add 30 ml. 
of HCl (1:2), boil a few minutes, add 
200 ml. of water and a small piece of 
litmus paper; add strong NH4OH until 
slightly alkaline, render just acid with 
HCl, then add 3 mi. of HCl (sp. gr. 1,19), 
heat nearly to boiling, and titrate with 
standard K 4 Fe(CN )6 solution as in 
standardizing that solution (Section 3), 

(c) When iron is present, total zinc 
may be determined directly on the 
original sample as follows.^® Weigh 
accurately about 1 g. (or an amount 
that will give a burette reading approxi- 
mately equal to that obtained in the 
standardization) of the pigment, trans- 
fer to a 250-mL beaker, moisten with 
alcohol, add 30 ml. of HCl (1:2), boil 
for 2 or 3 min., and add about 100 ml. 
of water. Add about 2 g. of NH4CI, 
make slightly alkaline with NH4OH, 
heat to boiling, let settle on a steam bath, 
filter into a 400-ml. beaker and wash the 


2 ® If tbe sample contains antimony, it sbould be pre- 
cipitated by HaS in the hot acid solution, filtered off, 
washed, and the filtrate neutralized, etc., for zinc. The 
HaS precipitate may also contain PbS, If no sulfide 
separation is made, any cadmium present will be counted 
asziztc. 
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residue once with hot water. Remove 
the 400-ml. beaker and pour diluted 
HCl on the residue/catching the filtrate 
therefrom in the 2S0-mL beaker, wash 
a few times wdth hot water. Add to 
this filtrate 1 g. of NH 4 CI and make ' 
slightly alkaline with NH 4 OH, boil, let 
settle, filter on paper used for first 
filtration, and wash thoroughly with 
hot water, catching the filtrate and 
washings in the 400--mL beaker con- 
taining the first filtrate. Add a small 
piece of litmus paper, acidify with HCl, 
add 3 ml. of HCl (sp, gr. 1.19), heat 
nearly to boiling, and titrate with 
standard K 4 Fe(CN )6 as described in 
Paragraph (J>). 

(d) With pigments containing ZnO 
and ZnS, the ZnO may be determined 
as follows: Weigh accurately 1 g. of the 
pigment, transfer to a 250-ml. beaker, 
moisten with alcohol, add about 100 ml. 
of acetic acid (1 to 3 per cent), stir 
vigorously but do not heat, cover, and 
let stand for 18 hr., stirring once every 
5 min. for the first 30 min. Filter, 
wash with acetic acid (1 to 3 per cent) 
followed by water until the washings 
give no test for zinc with K 4 Fe(CN )6 
solution. Dilute the clear filtrate to 
about 200 ml. with water, add 30 ml. of 
HCl (1:2), and a small piece of litmus 
paper; add NH 4 OH (sp. gr. 0.90) until 
slightly alkaline, render just acid with 
HCl, then add 3 ml. of HCl (sp. gr. 
1.19), heat nearly to boiling, and titrate 
with K 4 Fe(CN )6 solution as described 
in Paragraph (5). Calculate this result 
to Zn, subtract from total Zn, and cal- 
culate the difference to ZnS. (Any 
ZnCOs or ZnS 04 is included in the 
ZnO.) 

Soluble Calcium 

23. Heat to boiling the united filtrate 
and washings, reduced in volume if need 
be, from the ZnS precipitate (Section 
22 ), add 1 ml. of NH 4 OH and an excess 
of a hot saturated ammonium oxalate 


solution. Continue the boiling until 
the precipitate becomes granular; let 
stand about 1 hr., filter, and wash with 
hot water. Ignite, cool, and weigh as 
CaO;^^’ or, place the beaker in which: 
the precipitation was made under the 
funnel, pierce the apex of the filter with 
a stirring rod and wash the precipitate 
into the beaker with hot water, pour 
warm diluted H 2 SO 4 (1:4) through the 
paper and wash a few times. Add 
about 30 ml. of diluted H 2 SO 4 (1:4), 
dilute to about 250 ml, heat to 90 C., 
and titrate at once with standard (0.1 N) 
KMn 04 solution (the temperature of the 
solution should not be below 60 C. when 
the end point is reached; see Section 3). 
Calculate to CaO.^^' 27 (xhe Fe value 

of KMn 04 X 0.502 = CaO value.) 

Soluble Magnesium 

24. Acidify the filtrate from the cal- 
cium precipitate with HCl, add 10 ml. 
of a saturated solution of Na(NH 4 )HP 04 
and NH4OH drop by drop, with con- 
stant stirring. When the crystalline 
(NH4)MgP04 has formed, add 5 ml. ex- 
cess of NH4OH. Allow the solution to 
stand in a cool place for not less than 
4 hr., preferably overnight.^^ Filter 
and wash with water containing 2.5 per 
cent of NH3. Dissolve the precipitate 
in a small quantity of hot diluted HCl, 
dilute the solution to about 100 ml. with 
water, add 1 ml. of a saturated solution 
of .Na(NH4)HP04 and NH 4 OH drop by 
drop, with constant . stirring, until the 
precipitate is again formed as described, 
and then add 5 ml. excess of NH 4 OH, 
Let the precipitate stand in a cool place 
for not less than 2 hr., filter on a Gooch 


Care roust be exercised in this washing, as 1000 ml- 
of boiling water will dissolve over 0.01 g. of CaG 204 - 
S'? For more accurate work, the CaC204 precipitate 
should be ignited, cooled, cautiously moistened with 
water, redissolved in HCl, and the solution diluted to 
100 ml. ^ Then NH4OH should be added in slight excess, 
the liquid boiled, and filtered and washed if a precipitate 
appears. Then reprecipitate the Ca with NH4OH and 
(NH4)2C204 as above, filter, wash, ignite, cool, and weigh; 
or, titrate as described. 

2* The less the amount of magnesium present, the 
longer the precipitate must be allowed to settle. 
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erucible, wash with water containing 2.5 
per cent of NH3, ignite^ cool, and weigh 
as' Mg2P207.^® Calculate- to MgO. 

Carbon, Dioxide 

25. Use from 1 to 2 g. of the pigment 
depending upon the probable CO2 con- 
tent, following either of the methods 
described under the determination of 
carbon dioxide in the Standard Methods 
of Chemical Analysis of Limestone, 
Quicklime, and Hydrated Lime 
(A.S.T.M. Designation: C 25) of the 
American Society for Testing Ma- 
terials.®®* 

Total Soluble Sulfur Compounds^^ 

26. Treat 1 g. of the pigment in a 
400-mL beaker with 10 ml. of water, 
10 ml of HCl (sp. gr. 1.19) saturated 
with bromine, and 5 g. of NH4CL 
Digest (covered) on a steam bath for 5 
min., dilute with hot water to about 
200 ml, boil for 5 min., filter to separate 
any insoluble matter, and wash thor- 
oughly with hot" water. Nearly neu- 
tralize the clear solution in a covered 
beaker with NaOH solution, complete 
the neutralization with dry Na2C03, and 
add about 2 g. more of this reagent. 
Boil 10 to IS min., wash off cover, let 
settle, filter, and wash with hot water. 
Redissolve the precipitate in HCl (1:1), 
reprecipitate with Na2C03 as above, 
filter, and wash thoroughly .with hot 
water. Acidify the united filtrates with 
HCl, adding about 1 ml. in excess. 
Boil to expel bromine, and to the clear 
boiling solution add slowly while stirring 
an excess of a BaCb solution (10 per 
cent). Let stand on a steam bath for 
at least 1 hr., filter on a weighed Gooch 

2® If the sample contained manganese, it will be caught 
in large part with the MgsPaOr. If desired, Mn may be 
determined by ^ dissolving the MgaPsO? in HNOs and 
applying the bismuthate method, 

so Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.MT, Designations at front of book. 

SI If the sample is high in sulfide, for example, contains 
a high percentage of lithopone, grind 1 to 2 g. of the 
pigment with dry KsCraO?, transfer to the evolution flask, 
add 50 ml. of water, and run in H2SO4 (1:1) from the 
separatory funnel. Or, place at the front of the purifying 
and drying train a tube containing acidified CuSO* solu- 
tion, KMn04 solution, or CrOs sorution. 


crucible, wash thoroughly with .boiling' 
water, dry, ignite at a dull red heat, cool, 
and weigh as BaS04. , This will include' 
soluble sulfates, SO3 formed from : SO2, 
and the SO3 that is formed from sulfide 
sulfur.^^ 

Soluble Sulfate^^ 

27. Treat 1 g, of the pigment with 10 
ml. of water and 10 ml. of HCl (sp. gr. 
1.19)^ and 5 g. of NH4CL Boil until 
H2S is expelled, adding more HCl (1:1) 
if necessary. Dilute with hot water to 
about 200 ml, boil for 5 min., filter to 
separate any insoluble matter, and wash 
thoroughly with hot water. Nearly 
neutralize the clear solution with NaOH 
solution and make a double precipitation 
with Na2C03, as in preceding method, 
finally weighing as BaS04 as described 
above. 

Sulfide Sulfur®^* 

28. Place 0.5 to 1 g. of the pigment in 
a flask with about 10 g. of ^ffeathered’^ 
or mossy zinc, add 50 ml. of water; 
insert a ' stopper carrying a separatory 
funnel and an exit tube. Run in 50 ml 
of HCl (sp. gr. 1.19) from the funnel, 
having previously connected the exit 
tube to two absorption flasks in series; 
the first flask contains 100 ml of alka- 
line lead nitrate solution (Section 3), the 
second flask, 50 ml. of the same solution 
as a safety device. After ail of the acid 
has run into the evolution flask, heat 
slowly, finally boiling until the first 
appearance of steam in the first absorp- 
tion flask. Disconnect, let the PbS 
settle, filter, wash with cold water, then 
with hot water until neutral to litmus 
paper and washings give no test for lead. 
Dissolve the PbS precipitate in hot, 
diluted HNO3 and determine the lead as 


*2Evoltitio& Method of W. G. Scott, White Paints 
and Painting Materials,” p. 257; see also *‘Blair, The 
Chemical Analysis of Iron.” 

w The percentage of sulfide sulfur can be calculated 
from the percentages of total zinc and zinc soluble in 
acetic acid (2 to 3 per cent), assuming the sulfide to be 
ZnS. See Section 22 (d) under determination of zinc. 
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PbSOi. , Calculate to S, ■ For very rapid 
work, the evolved H 2 S may be absorbed 
in an ^ ammoiiiacal CdCb or ZnS 04 
solution (Section 3) contained in two 
flasks connected in series, the contents 
of the absorption flasks washed into a 
vessel with cold water and diluted to 
about 1 liter, acidified with HGl (sp. 
gr. 1.19), and titrated with standard 
K.IO 3 solution using starch indicator 
(Sections). 

Sulfur Bioxide^^ 

29. Transfer 10 g. of the pigment to a 
suitable flask, insert a stopper fitted 
with a separatory funnel and a spray 
trap delivery tube,^® and attach the 
latter to a condenser. Place about 150 
ml. of HCl (1:3) in the funnel, the stop- 
cock being closed,^® connect the other 
end of the condenser with a delivery 
tube which passes through a two-hole 
stopper and extends nearly to the bot- 
tom of an absorption flask; through the 
other hole of the stopper connect a tube 
or flask to serve as a safety device. 
Place 25 ml. of 0.05 N iodine solution 
(Section 3) in the absorption flask 
(dilute with water if necessary) and 
20 ml. of KI solution (10 per cent) in the 
safety tube; fit stopper in the absorp- 
tion flask. Open the stopcock and allow 
the acid to slowly enter the flask. 
Before all of the acid is admitted, force 
air (washed with . NaOH solution) 
through the top of the separatory 
funnel (about two bubbles per second 
in the KI solution). Boil the solution 
3 min. with the air passing through, 
then remove the source of heat and pass 
air through for 30 min. Disconnect 
the absorption vessels, wash the KI 
solution into the iodine solution, and 

This method is not applicable in the presence of 
sulfides decomposable under the conditions §iven. 

35 A Knorr CO 2 apparatus is very convenient. In this 
case, the vertical condenser may be connected with an 
absorption tower containing the iodine solution, followed 
by the Ell solution in a suitable tube. 

*6 To minimize, if not eliminate, any possible oxida- 
tion by the air, add about 1 g. (in one piece) of NaHGOa to 
the evolution flask, then add the acid directly to the 
flask, omitting the separatory funnel and the current of 
air. Boil the solution until about 50 ml. of distillate has 
passed over. 


titrate at once with 0.05 N NaSiOi 
solution, using starch indicator. Run 
a blank determination in exactly the 
same manner except for the omission 
of the pigment. Subtract this' figure 
from the previous one and calculate the 
final result to SOs (1 ml 0.05 iV iodine == 
0.0016 g. SO 2 ). 

Matter Soluble in Water 

30. Transfer 2.5 g. of the pigment to a 
graduated 250-mL flask, add 100 ml of 
water, and boil for 5 min. Cool to room 
temperature, dilute to the mark with 
water, mix, and allow to settle. Filter 
the supernatant liquid through a dry 
filter paper and discard the first 20 ml. 
of the filtrate. Transfer 100 ml. of 
the clear filtrate to a weighed dish, 
evaporate to dryness on a steam bath, 
dry for 1 hr. in an oven at 105 to 110 C., 
cool, and weigh. Calculate the per- 
centage of water-soluble matter. 

Note. — The nature of this may be deter- 
mined by further examination, as the per- 
centages of SOb and CaO^ may be indicative. 

Calculations 

31. {a) The calculation of the com- 
ponent pigments of a mixed or combina- 
tion pigment may be a somewhat 
difl&cult matter. Certain assumptions 
must be made, depending upon the 
complexity of the mixed pigment, as to 
the composition or formulas of com- 
ponent pigments and as to the manner in 
which the acidic and basic radicals are 
combined. Add any AI 2 O 3 (Fe 203 ) found 
in the soluble portion to the siliceous mat- 
ter and report the . sum as /^soluble 
siliceous matter’’ unless the soluble 
A1 is high; in this case, an aluminate. is 
probably present, and the AI 2 O 3 should 
be reported as AI 2 O 3 . If a small 
amount of soluble Mg is found, it should 
also be added to the siliceous matter. 
If the soluble Mg is high, the presence 
of MgCOa is indicated, and the MgO is 
calculated to MgCOs as pointed out 
below. The insoluble siliceous matter 
reported should be based on the weight 
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obtained on drying, the total insoluble 
matter at 105 C. if the combined water 
contained therein is to be considered. 

(b) Report TiOg as TiOs, ZnS as ZnS, 
and BaS04 as BaS04. If CaCOa, CaC04, 
BaGOs, and MgCOs are absent, calculate 
CO2 to basic carbonate white lead, 
(PbC03)2*Bb(0H)2, and soluble SO3 to 
PbSOi. Any excess of Pb is calculated 
to PbO, added to the PbS04, and the 
sum reported as basic lead sulfate; or, 
multiply the sum of PbS04 + PbO by 
0.058 to obtain the ZnO; add this result 
to the PbS04 + PbO and report as 
basic sulfate white lead. (The ZnO 
factor is based on the assumption that 
the average composition of commercial 
basic sulfate white lead is: 78.5 per cent 
PbS04, 16,0 per cent PbO, and 5.5 per 
cent ZnO.) Lead oxide (PbO) should 
not be reported except in the presence 
of PbS04 unless the entire analysis is 
reported in the elementary or oxide form. 

(c) If the sample contains CO2 but no 
soluble SO3, calculate total Pb to basic 
carbonate white lead, (PbC03)2* Pb(OH)2; 
calculate residual CO2 to CaCOs, then to 
BaCOs and MgCOs if soluble Ba and Mg 
should be present in sufiicient amounts 
to indicate the presence of these carbon- 
ates. The CO2 result will be an index 
of this. A small amount of residual CaO 
is probably from the siliceous matter and 
should be added to the insoluble siliceous 
matter. 

(d) A small amount of soluble Ba may 
be from the CaCOs used or may be due 
to the solubility of BaS04, if this com- 
pound is present in the original pigment. 
This Ba may be calculated to BaS04 and 
added to the BaS04 found in the insol- 
uble matter. 


(e) If the sample contains soluble SOa 
But no CO2, calculate CaO to CaS04 or 
CaS04 -21120; residual SO3 to PbS04; 
add res.idual PbO to PbS04 and report 
sum as basic lead sulfate; or, multiply 
PbS04' + PbO by 0.058 and add the 
result to the PbSOi + PbO, and report 
the total as basic sulfate white lead. 

(/) If the sample contains CaCOs 
(MgCOs, BaCOs) and also basic sulfate 
white lead, or CaS04 and basic carbonate 
white lead, or a mixture of these, it is 
not possible to determine or calculate 
the amount of PbCOa or PbS04 with 
any degree of certainty.^^' The pres- 
ence of appreciable amounts of CaO and 
SO3 in the water-soluble matter indicates 
the probable presence of CaS04 in the 
original pigment. The following ar- 
bitrary calculations may be made: cal- 
culate water-soluble SO3 to CaS04 or 
CaS04-2H20, subtract this SO3 from 
total soluble SO3 and calculate the re- 
mainder to PbS04; calculate residual 
CaO to CaCOs, and then residual CO2 
to (PbC03)2*Pb(0H)2. If there is an 
excess of CO2, calculate to MgCOs or 
BaCOs, if the amounts of soluble Mg 
and Ba indicate the probable presence of 
these carbonates. Add residual PbO 
to PbS04 and calculate, as above, to 
basic sulfate white lead. 

(g) Report total antimony as Sb203. 

(h) Calculate sulfide sulfur to ZnS, 
subtract the Zn equivalent to the S from 
the total Zn, then subtract the Zn re- 
quired for the basic sulfate ivhite lead, 
and report the remainder as ZnO. 

(i) Report moisture and other volatile 
matter, loss on ignition, SO2, and matter 
soluble in water directly. 



Standard Method of Test for 

CONSISTENCY OF EXTERIOR HOUSE PAINTS AND 
ENAMEL-TYPE PAINTS' 



A.S.T.M. Designation: D 562 - 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the jfeed designation D 562; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. This method of test is intended for 
determining the consistency of exterior 
house paints and enamel-type paints. 

Consistency 

2. For the purpose of this method, 
consistency is expressed in terms of the 
weight required to produce the specified 
speed. 

Apparatus 

3. The apparatus shall consist of the 
following: 

id) Viscosimeter. — K Stormer vis- 
cosimeter with the paddle-type rotor as 
illustrated in Figs. 1 and 2. Inter- 
calibration of any two viscosimeters 
may be carried out by determining the 
load in grams required to produce a 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A,S.T.M. Com- 
mittee D-1 on. Paint, Varnish, Lacquer,* and Related 
Products. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1942 to 1944, 



Fig. 1. — Stoimer Viscosimeter with Paddie-Type 
Rotor. 


shearing rate of 200 rpm. with a stand- 
ard oil having a viscosity of 10 to 15 
poises at 25 C. 
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(b) Container,^— A 1-pt. friction-top 
can, 3f in. in diameter, or other suitable 
container of that diameter having a 
capacity of 1 pt 



Fig. 2. — Paddle-Type Rotor for Use with 
Stormer Viscosimeter.^ 


® Editorially revised, January, 1946. 
« Editorially revised, October, 1946, 


Procedure 

4. Thoroughly mix the sample of 
paint and strain it into the 1-pt. con- 
tainer and allow the paint to stand over 
12 to 24 hr. Bring the temperature of 
the sample to 25 ± 0.25 C. and maintain 
it at that temperature during the test. 
Place the container on the platform of 
the viscosimeter so that the paddle-type 
rotor is immersed in the sample just to 
the mark on the shaft of the rotor. 
Before starting the test, turn the rotor 
through approximately 100 revolutions 
in 25 to 35 sec. Then, using different 
weights determine the time required for 
100 revolutions of the rotor. Select 
weights that will give at least two read- 
ings within a range of 27 to 33 sec. 
Make these determinations from a run- 
ning start, that is, permit the rotor to 
make at least 10 revolutions before 
starting the count of a test. 

Report 

5. Plot the time in seconds required 
for 100 revolutions of the rotor against 
the load in grams. Report the consist- 
ency as the weight in grams necessary 
to produce 100 revolutions of the rotor 
in 30 sec. This value may be takpii 
from the curve or interpolated from the 
results obtained. 



Standard Method of Test for 
RELATIVE DRY HIDING POWER OF PAINTS* 



A.S.T.M. Designation: D 344 - 39 
Adopted, 1939 * 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 344; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope Apparatus 


1. This method of test is intended for 
determining whether the relative dry 
hiding power of a given sample of paint 
is less than, equal to, or greater than that 
of a mutually agreed upon standard. 
An optional procedure is included which 
permits a quantitative determination of 
the relative dry hiding powers of two 
paints when they differ not too greatly 
in this respect. 

Definition 

2, Relative dry hiding power of a 
paint is the ability of that paint to re- 
duce the contrast of a black and white 
surface to which it is applied and allowed 
to dry. It is quantitatively expressed 
in terms of the proportional spreading 
rate® of paint required to produce the 
same contrast reduction as obtained with 
the paint chosen as standard. 

^ 3^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

» prior to adoption as standard, this method was pub- 
lished as tentative from 1932 to 1939, being revised in 1937 
and 1939. 


3. The apparatus shall consist of the 
following: 

(a) Balance . — Regulation laboratory 
balance with capacity of 100 g. and sensi- 
tivity of 0.1 g. 

(&) Syringe . — Syringe of 10-mL capac- 
ity. 

{c) Paint Brush . — A good grade paint 
brush, 1| in. in width. 

(d) Container . — A |-pt. can or a 250- 
ml. beaker. 

(e) Test Surface . — A smooth-surfaced 
paper chart having adjacent black and 
white areas and coated with a suitable 
varnish or lacquer so as to render the 
surface impervious and resistant to paint 
liquids. The black areas of the board 
shall have a diffuse reflectance of less 
than 1 per cent. The white areas shall 
have a diffuse reflectance of 75 per cent 
or greater. The white areas of the 
boards used for the standard paint and 
the sample shall not differ in brightness 
by more than 1 per cent. The chart 
shall have a test area of not less than 1 
sq. ft., and any suitable regular geometri- 
cal design of the contrasting areas may 
beused. 
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ard Definitions of Terms Relating to Paint, Varnish, 
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Numeric Sequence of A.S.T.M. Designations at front of 
book. 
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(/)' Illumination,— k reasonable in- 
tensity of diffused lights preferably 
northern skylight or a , source approxi- 
mating northern skylight. 

Materials 

4. . A standard paint mutually agreed 
upon by the purchaser and the seller. 

Procedure 

5. {d) The weight per gallon of the 
standard and sample paints must be 
known and may be determined by any 
accepted method. 

{b) Brushouts of the standard paint 
and the sample paint shall be prepared 
as described in Paragraph {c) at a con- 
venient and suitable spreading rate mu- 
tually agreed upon by the purchaser and 
the seller and preferably lying within the 
range of 400 to 800 sq. ft. per gal. 

{c) The standard paint shall be well 
stirred and the brush dipped into the 
paint and worked out on a suitable sur- 
face. The desired quantity of paint 
shall be taken up in the syringe, and the 
syringe and wet brush weighed in the 
empty container. The paint shall then 
be spread over the surface of the chart, 
the syringe returned to the empty con- 
tainer, and the paint brushed out uni- 
formly over the test surface, care being 
taken to cover only the test area. The 
empty syringe, wet brush, and container 
shall again be weighed. The loss of 
weight represents the weight of paint 
applied to the test surface. A test chart 
shall then be prepared from the sample 
paint in the same manner and at the 
same spreading rate. Both painted test 
surfaces shall then be set aside to dry. 

{d) After the test surfaces are thor- 
oughly dry, they shall be placed side by 
side against a flat surface. The stand- 
ard and sample brushouts shall be 
viewed in. juxtaposition under a reason- 
able intensity of diffused light, prefer- 
ably northern ^ skylight or a source 


approximating northern skylight. The 
observer should view the brushouts from 
a distance of 5 to 10 ft 

Relative Dry Hiding Power 

' 6. If the apparent contrast existing 
on the brushout of the sample paint is 
adjudged equal to or less than that, ex- 
isting on the brushout of .the standard' 
paint, the sample paint shall be said to 
be equal to or better than the standard 
paint in relative dry hiding power as 
defined in Section 2. 

Optional Procedure 

7. {a) In many cases it is not suffi- 
cient to indicate that the sample paint 
is better or poorer than the standard, 
and the amount of difference shall be 
determined quantitatively. The op- 
tional procedure described in Paragraphs 
(6) and (c) is recommended for deter- 
mining quantitative differences in hiding 
power. It may be used in place of the 
procedure outlined in Section 5. 

{h) The sample paint shall be applied 
to a brushout board as described in Sec- 
tion 5 (c) at the spreading rate mutually 
agreed upon or at a convenient spread- 
ing rate. A series of brushouts shall be 
made from the standard paint. The dif- 
ference in spreading rate between suc- 
cessive steps in this series should be 
approximately 15 per cent. The range 
of spreading rate covered by this series 
should be sufficient to give contrasts 
above and below that of the brushout 
of the sample paint (estimated from the 
probable difference in relative dry hiding 
power, if known) or should cover the 
entire range of spreading rate conven- 
ient to apply with the standard paint. 
The painted test surfaces shall be set 
aside to dry. 

(c) Under the conditions of illumina- 
tion and viewing, as described in Section 
5 {d)y the brushout of the sample paint 
shall be compared with a series of brush- 
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outs of the stp^ndard paint, numbered, 
beginning with one, in order of decreas- 
ing spreading rate for convenience of 
handling. It will be found to be equal 
in contrast to one brushout of the stand- 
ard, or to be intermediate in contrast 
between two adjacent standards in the 
series of standard brushouts. If the 
sample is found to be between two adja- 
fcent standards in contrast, the sample 
shall be viewed against these standards 
with the higher and lower standard on 
either side. For purposes -of grading, 
the contrast interval between the two 
standards shall be considered as 10 ar- 
bitrary units. The position of the sam- 
ple shall be estimated on this arbitrary 
scale. Thus, if the sample appears 
equally distant in contrast from either 
standard, it will be graded 5 on the 
arbitrary scale. If nearer the standard 
of less contrast, it will be graded 6, 7, 
8, or 9 as the case might be. The grad- 
ing shall be recorded in terms of the 
number of the standard brushout of 
higher spreading rate followed by a 
decimal point and the grading of the 
arbitrary scale. In making this grad- 
ing it is important that the sample be 


graded between the two standards 
with the standard of lesser contrast first 
on the right and then on the left. The 
two gradings thus obtained shall be 
averaged to give the final grading figure. 

Calculation 

8. The hiding power of the sample of 
paint shall be calculated as follows: 


Hiding 

power 


iWi 


ft 

ft x *'» 


where: 

Wi - weight of paint on the brush- 
out of the heavier grading 
standard, 

W 2 - weight of paint on the brush- 
out of the lighter grading 
standard, 

Wz ^ weight of paint on the brush- 
out of the sample paint, 

X = contrast grading (decimal por- 
tion of the recorded grading), 
= weight per gallon of the stand- 
ard paint, and 

52 == weight per gallon of the sample 
paint. 


St^fidd^rd Met hod oj^ Test J'or 

SPECTRAL CHARACTERISTICS AND, COLOR OF OBJECTS 

AND MATERIALS^ 

A.S.T.M, Designation: D 307 ~ 44 

Adopted, 1944.^ 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 307 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 



Scope 

L This method of test is intended to 
determine the spectral characteristics of 
light-transmitting objects and of light- 
reflecting objects and materials, and 
to designate their colors. 

Note 1. — The method of designating colors 
has come into wide acceptance since its recom- 
mendation in 1931 by the International Com- 
mission on Illumination.® It is intended prima- 
rily for light-reflecting and light-transmitting 
specimens w^hose spectral characteristics have 
been determined by the spectrophotometer, but 
it is also applicable to the expression of color 
measurements by visual or photoelectric 
colorimeters. 

Note 2. — ^If portions of a test specimen to 
which the measurement applies are homogene- 
ous, the measurement is taken as characteristic 
of the material of the specimen; thus, a specimen 
consisting of an opaque paint film or an opaque 


layer of paper is a specimen of material (paint 
or paper). But if the effective portions of the 
specimen consist of two or more materials so 
combined that the measurement depends upon 
their arrangement, the measurement charac- 
terizes, not a material, but objects w^hich are 
constructed from the same materials in the 
same w^ay; thus, a specimen consisting of an 
incompletely hiding paint film on a ground coat 
represents, not a material, but simply a group 
of objects made from the superimposition of a 
particular finishing coat on a particular ground 
coat. A specimen of light-reflecting material 
shall consist of a layer so thick that further 
increase in thickness will not cause a change in 
appearance. 

Description of Terms and Symbols 

2. {q) Tristimulus Designations^ Z, 
7, Z . — ^The evaluations of the color as 
determined in accordance with this 
method. 


Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1929 to 1930, being revised in 1930. 
It was adopted as standard in 1930, published as stand- 
ard from 1930 to 1937, but revised and republished as 
tentative from 1937 to 1939, being revised in 1939. It was 
again adopted as standard in 1939, published as standard 
from 1939 to 1942, but revised and republished as tentative 
in 1942., 

» Proceedings, Eighth Session, Comnaission Internation- 
ale de I'Eclairage, Cambridge, England, September, 1931, 
pp. 19-29. 


Note. — ^T he appearance of materials and 
objects is not completely defined by this evalua- 
tion of color, but may also be influenced by other 
properties such as texture and gloss. 

(6) Tristimulus Designations of a Spec- 
trum of Unit Irradiance per Unit Wave 
Lengthy xx, yx, — The functions of wave 
length which serve to define the Z, 7, 
and Z scales. 
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Note.— T%e function, %j is known as spec- 
tra! luminosity. It evaluates the light-produc- 
ing capacity, or luminous efficiency, of radiant 
energy. 

(c) specif al Irmdiance, E \, — ^The den- 
sity of radiant flux incident on an ele- 
ment of surface per unit wave length. 

Note— A source characterized by values of 
spectral irradiance constant throughout the 
spectrum is known as an “equal-energy source.” 

(d) TrisHmulus Designations^ Xo, Fo, 
Zo.—The color designations of the 
standard used in the spectrophotometric 
measurements of the test specimen. 

(e) Trichromatic Coefficients, x, y, z . — 
Tristimulus designations expressed as 
fractions of their total, as follows : 

X 

X s 

X + F-hZ 
F 

y s 

X -f F -f Z 
Z 

Z 3 

X-f- F-l-Z 

(/) Spectral Transmission, T \. — ^The 
ratio of transmitted energy to the spec- 
trally homogeneous energy incident on 
any test specimen. 

(g) Luminous Transmission, T*. — 
The ratio of transmitted to incident 
light. 

Note. — Luminous transmission is a function 
of the spectral distribution of the incident 
energy. It may be calculated from spectral 
transmission, Tx, and the spectral luminosity, 
yxj as follows: 


T\E\y\Xk 



^ E\y\Xk 
0 


Qi) Spectral Refiectance . — ^The ratio of 
the reflected energy to the spectrally 
homogeneous energy incident on any 
test specimen. 

Note. — S pectral reflectance depends upon 
the angular distribution of the incident energy. 


(i) Spectral Reflectirnty —Tht spectral 
reflectance of a test specimen consisting 
of a* layer of material of suflScient thick- 
ness that any increase would fail to 
change this ratio. 

Note, — Spectral reflectivity depends upon 
the angular distribution of the incident energy. 

(y) Spectral Apparent Reflectance.'— 
The spectral reflectance which an ideal 
diffusing surface would need to possess 
in order to yield the same appearance as 
the test specimen under the same illu- 
minating and viewing conditions. 

Note. — Spectral apparent reflectance de- 
pends upon the angular distribution of the 
incident light and upon the direction of viewing. 

{k) Spectral Apparent Reflectivity, i?x. 
— ^The spectral reflectance which an 
ideal diffusing surface would need to 
possess in order to yield the same ap- 
pearance as the test material under the 
same illuminating and viewing con- 
ditions. 

Note. — Spectral apparent reflectivity de- 
pends upon the angular distribution of the 
incident light and upon the direction of viewing. 
It differs from spectral apparent reflectance 
only because it characterizes a material rather 
than a specimen. The ending ‘‘ivity” is cus- 
tomarily reserved for this meaning. 

(l) Luminous Reflectance . — ^The ratio 
of the light reflected by any test speci- 
men to that incident on it. 

Note. — Luminous reflectance depends upon 
the spectral and angular distribution of the 
incident energy. 

(m) Luminous Reflectivity . — ^The lu- 
minous reflectance of a test specimen 
consisting of a layer of material of 
sufficient thickness that any increase 
would fail to change this ratio. 

Note. — ^Luminous reflectivity depends upon 
the spectral and angular distribution of the 
incident energy. 

ifi) Luminous Apparent Reflectance. 
—The luminous reflectance which a per- 
fectly diffusing surfaGe would need to 
possess in order to appear exactly as 
bright as the test specimen under the 
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same illuminating and viewing condi- 

^.tions». 

Note.— L uminous apparent reflectance de- 
pends upon the spectral and angular distribution 
of the Incident energy and upon the direction 
of viewing. 

(o) Luminous Apparent Reflectivity , 
Rs.—The luminous reflectance: which a 
perfectly diffusing surface would need to 
possess in order to appear exactly as 
bright as the test material under the 
same illuminating and viewing con- 
ditions. 

Note.— L uminous apparent reflectivity de- 
pends upon the spectral and angular distribution 
of the incident energy and upon the direction 
of viewing. It may be calculated from spectral 
apparent reflectivity, and the spectral 
luminosity, 5^, as follows: 

■00, ' 

^ R-kExJxAK 

R, = 

, , 00 

yz -Ex3^Ax 
0 

ip) spectral Characteristics . — ^The ap- 
propriate quantity as a function of wave 
length by means of which the test speci- 
men is characterized. Spectral trans- 
mission as a function' of wave length 
characterizes a light-transmitting speci- 
men; spectral apparent reflectivity char- 
acterizes a light-reflecting material; and 
spectral apparent reflectance character- 
izes a light-reflecting object. 

Apparatus ■ 

3. The apparatus shall consist of a 
spectrophotometer by means of which 
the spectral characteristics of the test 
specimen may, within the limits of the 
visible spectrum, be determined. Such 
apparatus may be of either the visual 
or the photoelectric type, but shall be 
suitable for determinations throughout 
the visible spectrum. The apparatus 
shall be so designed as to provide for 
the elimination of stray energy. This 
may be done by such means as the in- 
troduction of stray-energy filters or the 
use of two dispersing prisms. 


Standards 

4. (a) For transparent specimens, the 
incident light shall be used as a standard 
relative to which the transmitted light is 
evaluated. 

(5) For reflecting specimens, either of 
the following shall be used as a standard : 

(1) . The ■ ideal, completely reflecting^ 
completely diffusing surface, or' ■ ’■ 

(2) A layer (at least 0.5 mm. in 
thickness) of magnesium oxide, freshly 
prepared by collecting the smoke from 
burning magnesium ribbon ■ or' shavings 
on a suitable surface. 

■ Note. — ^For further information' regarding 
the preparation of fumed standards, see “Prep- 
aration and Colorimetric Properties' of a Mag- 
nesium-Oxide Reflectance Standard,” letter 
Circtdar LC~547^ Nat. Bureau Standards, 
March, 1939. 

Iliuminatioii and ¥iewing ' 

5. (a) The angular distribution of the 
light incident on the test specimen shall 
be specified, stating whether the illu- 
mination is diffuse, nearly diffuse, ■ or 
nearly unidirectional. If nearly uni- 
directional, the direction and angular 
size of the source shall be specified.. Un- 
less there is a special reason for doing 
otherwise, light-transmitting specimens 
shall be illuminated only from directions 
near the perpendicular to the surface;. 

(6) If a test specimen be viewed by 
reflected light the angular distribution 
of the light incident on it shall be identi- 
cal with that incident on any standard, 
such as a layer of magnesium oxide^ 
with which it is compared. 

{c) The direction and angular size 
of the viewing element shall be specified. 

Note. — Tliis method of measuring the spec- 
tral characteristics of a test specimen serves to 
specify those of its optical properties which are 
responsible for its color, subject, however, to the 
limitation that the color may depend upon the 
manner of illumination and viewing. For 
glossy samples in particular, it is important to 
specify the manner of illumination and viewing, 
and the most essential single characteristic is 
whether or not the specular component of re- 
flected energy is included in the measurement. 
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Since glossy samples are customarily examined 
for color in such a way as to avoid specularly 
reflected light as much as possible, it is recom- 
mended that in these measurements also, the 
specular component be excluded by proper 
choice of illuminating and viewing conditions 
(such as 45-deg. illumination with perpendicular 
viewing, as recommended in 1931 by the Inter- 
national Commission on lEumination) or by 
application of a suitable correction. It should 
be noted that a light-reflecting specimen re- 
quires for specification of its appearance, in 
addition to the above, some measure of its gloss. 
This procedure is beyond the intended scope of 
this method and such measurement of gloss 
shall be made in accordance with the Tentative 
Method of Test for Specular Gloss of Paint 
Finishes (A.S.T.M. Designation: D 523) of the 
American Society for Testing Materials.'* 

Calibrations 

6. (a) The calibration of the photome- 
ter scale, or other intensity-measuring 
unit, shall be carefully checked at rea- 
sonable time intervals in a manner to 
insure accuracy over the entire range. 

(b) The accuracy of the wave-length 
calibration shall be adequately checked 
at reasonable time intervals. 

(c) The slit width shall be adjusted so 
that slit-width corrections are negligible ; 
otherwise these corrections shall be ap- 
plied. 

Procedure 

7. (a) The test specimen shall be 
handled carefully to avoid discoloration, 
and care shall be taken not to touch the 
area to be tested except for application 
of a suitable cleaning process. The con- 
dition of the test specimen before and 
after analysis shall be carefully noted 
and any change in the appearance of the 
surface of the tested area shall be re- 
corded. 

(b) Determination of spectral char- 
acteristics relative to the standard shall 
be made throughout such wave-length 
range within the visible spectrum and 
at such wave-length intervals that the 
curve drawn by interpolation and extra- 

* Appeals in this publication, see Contents in Numenc 
Sequence of A.S.T.M. Designations at front of book. 


polation would not; be changed signifi- 
cantly by' taking further readings. 

Note. — Readings at 20 mpL intervals between 
400 and 700 mju are often sufficient; 10 mjLi 
intervals between 380 and 770 mju usually are 
sufficient. Typical curves of fiat paints are 
showm in Fig. 1. 



Note.— -The red, gray, and blue paints were prepared 
by extending cadmium red, ivory black, and Prussian blue, 
respectively, with zinc white. 

Fig. 1.— Typical Curves of Spectral Apparent 
Reflectivity. 

(c) If spectral apparent reflectivity of 
a material is being determined, the test 
specimen shall consist of a layer of the 
material so thick that further increase 
in thickness will not cause a change in 
appearance (see Note 2, Section 1). 

Rejection 

9. If the test specimen undergoes a 
visible change during the analysis, the 
readings shall be rejected (see Section 

Ha)). 

Report 

10. The report of the spectral charac- 
teristics of a test specimen shall consist 
of the following: 

(a) The spectral transmission, T\, of 
a light-transmitting object, or the spec- 
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tral apparent reflectance of a light- 
reflecting object, or the spectral appar- 
ent reflectivity, i?x, of a light-reflecting 
material 

Note.” I f the test specimen is a translucent 
object which both transmits and reflects ap- 
preciable quantities of light, it may be necessary 
to report both its spectral transmission and its 
spectral apparent reflectance. 

(&) The manner of illumination and 
manner of viewing, as specified in Sec- 
tion 5 (a) and (c). 

General Plan of Color Designation 

11. The color of a nonself-luminous 
specimen depends both upon the spec- 
tral composition of the illuminant and 
upon the spectral characteristics of the 
specimen itself. The method of des- 
ignating the color of a material or ob- 
ject under a particular illuminant is to 
evaluate the light leaving it on each of 
three scales, an X-scale, a F-scale, and 
a Z-scale. The color of a light-trans- 
mitting object for a particular illu- 
minant should be designated by its 
luminous transmission, T,, and trichro- 
matic coefficients, rr and y, for that illu- 
minant. Similarly, the color of a 
reflecting material under a particular 
illuminant should be designated by its 
luminous apparent reflectivity, R,, and 
its trichromatic coef&cients, and y, for 
that illuminant. Also, the color of a 
reflecting object under a particular 
illuminant should be designated by its 
luminous apparent reflectance and its 
trichromatic coefficients, a: and y, for 
that illuminant. These quantities may 
be found from the values of X, F, and 
Z for the test specimen and standard as 
described in Sections 12 and 13. 

Standard Illuminants 

12. Standard illuminant A shall be 
used if the color of the test specimen in 
incandescent lamplight is of interest, 
standard illuminant B for the color of 
the specimen in sunlight, and standard 


illuminant C for the color of the speci- 
men in average daylight.^ The relative 
spectral irradiance, £x, of these three 


TABLE I.— RELATIVE SPECTRAL IRRADIANCE OF 
THE THREE STANDARD ILLUMINANTS, 

A, B, AND C. 


Wave 

Length, 

m;i 




Wave 

Length,; 

mja 



:^c 

380 

9.79 

22.40 

33.00 

58® ^ 

114.44' 

^ 101.00 

^97.80 

385 

10.90 

26.85 

39.92 

585 

118.08 

100.07 

95.43 

390 

12.09 

31.30 

47.40 

590 

121.73 

99.20 

93.20 

395 

13.36 

36,18 

55.17 

595 

125.39 

98.44 

91.22 

400 

14.71 

41.30 

63.30 

600 

129.04 

98.00 

89.70 

405 

16.15 

46.62 

71.81 

605 

132.70 

98.08 

88.83 

410 

17.68 

52.10 

80.60 

610 

136.34 

98.50 

88.40 

415 

19.29 

57.70 

89.53 

615 

139-99 

99.06 

88.19 

420 

21.00 

63.20 

98.10 

620 

143.62 

99.70 

88.10 

425 

22-79 

68.37 

105.80 

625 

147.23 

100.36 

88.06 

430 I 

24.67 

73.10 

112.40 

630 

i 150.83 

101.00 

88.00 

435 

26.64 

77.311 

117.75 

635 

154.42 

101.56 

87,86 

440 

28.70 

80,80 

121.50 

640 

: 157.98 

102,20 

87.80 

445 

30.85 

83.44 

123.45 

645 

161.51 

103.05 

87.99 

450 

33.09^ 

85.40 

124.00 

650 

: 165-03 

103.90 

88.20 

455 

i 35.41 

86.88 

123.60 

655 

168.51 

104.59 

88.20 

460 

37.82 

88.30 

123.10 

660 

171.96 

105.00 

87.90 

465 

' 40.30 

90.08 

123.30 

665 

175.38 

105.08 

87.22 

470 

42.87 

92.00 

123.80 

670 

: 178.77 

104.90 

86.30 

475 

^ 45.52 

93.75 

124.09 

675 

182.12 

104.55 

85.30 

480 

' 48.25 

95.20 

123.90 

680 

185-43 

103.90 

84.00 

485 

51 .04 

96.23 

122.92 

685 

188.70 

102.84 

82.21 

490 

53.91 

96.50 

120.70 

690 

191.93 

101.60 

80.20 

495 

56.85 

95.71 

116.90 

695 

195.12 

100.38 

78.24 

500 

59.86 

94.20 

112.10 

700 

198.26 

99.10 

76.30 

505 

62.93 

92.37 

106.98 

705 

201.36 

97,70 

74.36 

510 

66.06 

90.70 

102.30 

710 

204.41 

96.20 

72.40 

515 

69.25 

89.65 

98.81 

715 

207.41 

94.60 

70.40 

520 

72.50 

89.50 

96.90 

720 

210.36 

92.90 

68.30 

525 

75,79 

90.43 

96.78 

725 

213.26 

91.10 

66.30 

530 

79,13 

92.20 

98.00 

730 

216.12 

89.40 

64.40 

535 

: 82.52 

94.46 

99.94 

735 

i 218.92 

88.00 

62.80 

540 

85.95 

96.90 

102.10 

740 

221.66 

86.90 

61.50 

545 

89.41 

99.16 

103.95 

745 

i 224.36 

85.90 

60.20 

550 

92.91 

101.00 

105.20 

750 

: 227.00 

85.20 

39.20 

555 

96.44 

102.20 

105. 67i 

755 

: 229.58 

84.80 

58.50 

560 

100.00 

102.80 

105.301 

760 

232.11 

84.70 

58.10 

565 

103.58 

102.92 

104.111 

765 

: 234.59 

84.90 

58.00 

570 

107.18 

102.60 

102.30 

770 

; 237.01 

85,40 

58.20 

575 

110.80 

101.90 

100.15 

775 

239.37 

86.10 

58.50 

580 

114.44 

101.00 

97.80 

780 

241.67 

87.00 

59.10 


standard illuminants throughout the 
visible spectrum is given in Table I, and 
the trichromatic coefficients, x, y, s, of 


5 For inforination regarding the procurement of lamps 
and liquid filters required to duplicate these standard illu- 
minants, reference should be made to the following articles: 

Proceedings^ Eighth Session, Commission Internation- 
ale de Pficlairage, Cambridge, England, September, 1931, 
pp. 19-29. 

A. C. Hardy, “Handbook of Colorimetry," p. 16, 
Technology Press, Cambridge, Mass. (1936). 

D. B. Judd, “The 1931 I.C.I. Standard Observer and 
Coordinate System for Colorimetry," Journal^ Optical 
Soc. America, Vol. 23, p. 359 (1933). 

R. Davis and K, S. Gibson, “Filters for the Reproduc- 
tion of Sunlight and Daylight and the Determination of 
Color Temperature," Miscellaneous PuUication No, 114, 
Nat. Bureau Standards (1931). 
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tlie' standard illuminants are given in 
Table IL 


TABLE II.— TRICHROMATIC COEFFICIENTS OF 
THE STANDARD ILLUMINANTS. 


Standard 

Illummant 

Trichromatic Coefficients 

X 

y 

s 

A..... 

0.4476 

0.4075 

0.1449 


0.3484 

0.3516 

0.3000 

C 

0.3101 

0.3163 

0.3736 


Procedure 

13. (a) The spectral composition of 
the light leaving a nonself-luminous 
reflecting material is found by multi- 
plying, for each wave length of the 
visible spectrum, the spectral irradiance, 
jEx, of the illuminant by the spectral 
apparent reflectivity, JRx, of the material; 
that is, the product, MxEx, is found 
throughout the visible spectrum (380 to 
770 m/i). If magnesium oxide is used 
as the standard, the spectral apparent 
reflectivity of the test specimen should 
be expressed relative to that for mag- 
nesium oxide. 

Note 1. — The evaluation of X, F,and Z for 
a transparent object viewed by transmitted 
light, or for an opaque object viewed by reflected 
light, is found in a way strictly analogous to that 
for an opaque layer of material view^ed by 
reflected light. The spectral transmission, Tx, 
and spectral apparent reflectance of an object 
serve the same purpose as the spectral apparent 
reflectivity, i?x, of a reflecting material. 

(b) The light leaving the specimen of 
spectral composition, Ex Ex, is evalu- 
ated on the X-scale for each part of the 
spectrum by multiplying the correspond- 
ing ExEx by the X-vaiue for unit 
irradiance for that part of the spectrum. 
This light is also evaluated on the F, 
and Z scales in the same way. Table 
III gives the X, F, and Z values for 
unit irradiance throughout the visible 
spectrum for each 5-m/n interval. 
These values are identified by the sym- 
bols, Tx, yx, 2x, respectively. From this 


step the products, RxExh, RxExJx, 
and RxExzx are found throughout the 
visible spectrum. 

(c) The light leaving the specimen of 
spectral composition, RxEx, is evalu- 
ated on the X-scale for the whole spec- 
trum by adding together the values of 
X found for the intervals of the spec- 
trum separately. The light is also 
evaluated on the F and Z scales in the 
same way. From this step are found 
the three numbers, X, F, and Z: 

00 

X = ^ i?xTxixAX 
0 
00 

F = ^ RxExyxAX 
0 
00 

Z s ^ RxExhAX 


Note 2. — For materials of usual spectral 
selectivity, an accurate evaluation of X, F, and 
Z is obtainable by setting AX = 10 m/.t; but for 
some materials it is found necessary to take 
AX = 5 niju or even less. For interpolated 
values of .fx, yx, and h for each millimicron from 
380 to 770 niAt, see A. C. Hardy, “Handbook of 
Colorimetry,’’ Technology Press, Cambridge 
(1936). The selected-ordinate method of calcu- 
lating X, F, and Z, in many circumstances 
the most rapid, is also described there.^’^ 

(d) Calculate the luminous apparent 
reflectivity, Rs, and two of the three 


® For further information regarding methods of carrying 
out these calculations, reference should be made to the fol- 
lowing articles; 

T. Smith, “Condensed Tables for Colour Computa- 
tion,” Proceedings, Physical Soc., London, Vol. 46, p. 372 
(1934). 

D. Nickerson, “Disk Colorimetry; Including a Compar- 
ison of Methods for Computing Tristimulus Values for 
Certain Disks,” Journal, Optical Soc. America, Vol. 25, 
p. 253 (1935). 

H. W. Swank and M. G. Mellon, “A Calculator for Ob- 
taining Tristimulus Values from Spectrophotometric 
Data,” Journal, Optical Soc. America, Vol. 27, p. 414 (1937). 

F. W. Sears, “An Improved Calculator for Obtaining 
Tristimulus Values from Spectrophotometric Curves,” 
Journal, Optical Soc. America, Vol. 29, p. 77 (1939). 

J. A. Van den Akker, “A Mechanical Integrator for 
Evaluating the Integral of the Product of Two Functions 
and Its Application to the Computation of I.C.I, Color 
Specifications from Spectrophotometric Curves,” Journal, 
Optical Soc. America, Vol. 29, p. 364 (1939). 

^ For attachments to the spectrophotometer to perform 
these calculations automatically, reference should be made 
to the following articles : 

A. C. Hardy, “A New Recording Spectrophotometer,” 
Journal, Optical Soc. America, Vol. 25, p. 305 (1935). 

J. Razek, “Electrical Device for the Determination of 
Trilinear Coordinates for tlie Razek -Mulder Color Ana- 
lyzer,” Journal, Optical Soc. America, Vol. 24, p. 54 (1934). 
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trichromatic coefficients x and y, as 
follows: 



X 4- F -f Z 
Y - 

X + F + ^ 


Standard (see Table II) arC' found by 
calculating the following ratios: 


X. 

X, + Yo + Zo' 


and 


Fo 

X. + Fo + Zo 


Table III gives the trichromatic coeffi- 



Fig. 2. — The >•) -Diagram Showing the Spectrum Colors. 


It is customary to use a plot of y against 
X in rectangular coordinates (called a 
chromaticity diagram or mixture dia- 
gram) as an aid in determining the re- 
lation of the color of the specimen to 
known colors. For this purpose the 
colors of the spectrum and that of the 
standard are most frequently used. 
The trichromatic coefficients of the 


'dents, .X, y, js, of the spectrum colors,: 
nnd the spectrum colors on the (a:, y)- 
diagram are shown in Fig, 2. 

Note 3. — the specimen is a transparent 
object, the ratio, F/Fo, should be designated 
the luminous transmission; if it is a reflecting 
object consisting of a top translucent layer 
backed by a different material, the ratio F/F* 
should be ■ designated the luminous apparent 
reflectance. 
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specimen is a reflecting material, a re- 
flecting object, or a light-transmitting 
object, respectively. 

(c) The manner of illumination and 
manner of viewing as specified in Sec- 
tion 5 (<j) and (c). 


TABLE III.-iaXHE 1931 I.C.I. STANDARD OBSERVER. 


Trichromatic 

Coefficients 

Wave 
Length , 

Tnn 

Tristimulus Specifications 
of the Equal-energy 
Spectrum 

Trichromatic 

Coefficients 

Wave 

Length, 

xnn 

Tristimulus Specifications 
of the Equal-energy 
Spectrum 

ss 

y 

■ z 



yv 

z\ 

X 

y 

z 


x\ 

y \ 

ix 

0.1741 

0.0050 

0.8209 

380 

0.0014 

0.0000 

0.0065 

0.5125 

0.4866 

0.0009 

580 

0.9163 

0.8700 

0.0017 

0.1740 

0.0050 

0.8210 

385 

0.0022 

0.0001 

0.0105 

0.5448 

0.4544 

0.0008 

585 

0.9786 

0.8163 

0.0014 

0.1738 

0.0049 

0.8213 

390 

0.0042 

0.0001 

0.0201 

0.5752 

0.4242 

0.0006 

590 

1.0263 

0.7570 

0.0011 

0.1736 

0.0049 

0.8215 

395 

0.0076 

0.0002 

0.0362 

0.6029 

0.3965 

0.0006 

595 

1.0567 

0.6949 

0.0010 

0.1733 

0.0048 

0.8219 

400 

0.0143 

0.0004 

0.0679 

0.6270 

0.3725 

0.0005 

600 

1.0622 

0.6310 

0.0008 

0.1730 

0.0048 

0.8222 

405 

0.0232 

0.0006 

0.1102 

0.6482 

0.3514 

0.0004 

605 

1.0456 

0.5668 

0.0006 

0.1726 

0.0048 

0.8226 

410 

0.04.35 

0.0012 

0.2074 

0.6658 

0.3340 

0.0002 

610 

1.0026 

0.5030 

0.0003 

0.1721 

0.0048 

0.8231 

415 

0.0776 

0.0022 

0.3713 

0.6801 

0.3197 

0.0002 

615 

0.9384 

0.4412 

0.0002 

0.1714 

0.0051 

0.8235 

420 

0.1344 

0.0040 

0.6456 

0.6915 

0.3083 

0.0002 

620 

0.8544 

0.3810 

0.0002 

0.1703 

0.0058 

0.8239 

425 

0,2148 

0.0073 

1.0391 

0.7006 

0.2993 

0.0001 

625 

0.7514 

0.3210 

0.0001 

0.1689 

0.0069 

0.8242 

430 

0.2839 

0.0116 

1.3856 

0.7079 

0.2920 

0.0001 

630 

0.6424 

0.2650 

0.0000 

0.1669 

0.0086 

0.8245 

435 

0.3285 

0.0168 

1 .6230 

0.7140 

0.28 S 9 

0.0001 

635 

0.5419 

0.2170 

0.0000 

0.1644 

0.0109 

0.8247 

440 

0.3483 

0.0230 

1.7471 

0.7190 

0.2809 

0.0001 

640 

0.4479 

0.17. S 0 

0.0000 

0.1611 

0.0138 

0.8251 

445 

0.3481 

0.0298 

1.7826 

0.7230 

0.2770 

0.0000 

645 

0.3608 

0.1382 

0.0000 

0.1566 

0.0177 

0.8257 

450 

0.3362 

0.0380 

1.7721 

0.7260 

0.2740 

0.0000 

650 

0.2835 

0.1070 

0.0000 

O.ISIO 

0.0227 

0.8263 

455 

0.3187 

0.0480 

1,7441 

0.7283 

0.2717 

0.0000 

. 655 

0.2187 

0,0816 

0.0000 

0.1440 

0.0297 

0.8263 

460 

0.2908 

0.0600 

1.6692 

0.7300 

0.2700 

0.0000 

660 

0.1649 

0.0610 

0.0000 

0.1355 

0.0399 

0.8246 

465 

0,2511 

0.0739 

1.5281 

0.7311 

0.2689 

0.0000 

665 

0.1212 

0.0446 

0.0000 

0.1241 

0.0578 

0.8181 

470 

0.1954 

0.0910 

1.2876 

0.7320 

0.2680 

0.0000 

670 

0.0874 

0.0320 

! 0.0000 

0.1096 

0.0868 

0.8036 

475 

0.1421 

0.1126 

1.0419 

0.7327 

0.2673 

0.0000 

675 

0.0636 

0,0232 

0.0000 

0.0913 

0.1327 

0.7760 

480 

0,0956 

0.1390 

0.8130 

0.7334 

0.2666 

0.0000 

680 

0.0468 

0.0170 

0.0000 

0.0687 

0.2007 

0,7306 

485 

0.0580 

0.1693 

0.6162 

0.7340 

0.2660 

0.0000 

685 

0.0329 

0.0119 

O.OQOO 

0.0454 

0.2950 

0.6596 

490 

0,0320 

0.2080 

0.4652 

0.7344 

0.2656 

0.0000 

690 

0.0227 

0.0082 

0.0000 

0.0235 

0.4127 

0.5638 

495 

0.0147 

0.2586 

0.3533 

0.7346 

0.2654 

0.0000 

695 

0.0158 

0.0057 

0.0000 

0.0082 

0.5384 

0.4534 

500 

0.0049 

0.3230 

0.2720 

0.7347 

0.2653 

0.0000 

700 

0.0114 

0.0041 

0.0000 

0.0039 

0.6548 

0.3413 

505 

0.0024 

0.4073 

0.2123 

0.7347 

0,2653 

0.0000 

705 

0.0081 

0.0029 

0.0000 

0.0139 

0.7502 

0.2359 

510 

0.0093 

0,5030 

0.1582 

0.7347 

0.2653 

0.0000 

710 

0.0058 

0.0021 

0.0000 

0.0389 

0.8120 

0.1491 

515 

0.0291 

0.6082 

0.1117 

0.7347 

0.2653 

0.0000 

715 

0.0041 

0.0015 

0.0000 

0.0743 

0.8338 

0.0919 

520 

0.0633 

0.7100 

0.0782 

0.7347 

0.2653 

0.0000 

720 

0.0029 

0.0010 

0.0000 

0.1142 

0.8262 

0.0596 

525 

0.1096 

0,7932 

0.0573 

0.7347 

0.2653 

0.0000 

725 

0.0020 

0.0007 

0.0000 

0.1547 

0.8059 

0.0394 

530 

0.1655 

0.8620 

0.0422 

0.7347 

0.2653 

0.0000 

730 

0.0014 

0.0005 

0.0000 

0.1929 

0.7816 

0.0255 

535 

0.2257 

0.9149 

0.0298 

0.7347 

0.2653 

0.0000 

735 

0.0010 

0.0004 

0.0000 

0.2296 

0.7543 

0.0161 

540 

0.2904 

0.9540 

0.0203 

0.7347 

0.2653 

0.0000 

740 

0.0007 

0.0003 

0.0000 

0.2658 

0.7243 

0.0099 

545 

0.3597 

0.9803 

0.0134 

0.7347 

0.2653 

0.0000 

745 

0.0005 

0.0002 

0.0000 

0.3016 

0.6923 

0.0061 

550 

0.4334 

0.9950 

0 0087 

0.7347 

0,2653 

o.uooo 

750 

0.0003 

0.0001 

0.0000 

0.3373 

0.6589 

0.0038 

555 ' 

0.5121 

1.0002 

0.0057 

0.7347 

0.2653 

0.0000 

755 

0.0002 

0.0001 

0.0000 

0.3731 

0.6245 

0.0024 

560 

0.5945 

0.9950 

0.0039 

0.7347 

0.2653 

0.0000 

760 

0.0002 

0.0001 

0,0000 

0.4087 

0.5896 

0,0017 

565 

0.6784 

0.9736 

0.0027 

0.7347 

0.2653 

0.0000 

765 

0.0001 

0.0000 

0.0000 

0.4441 

0.5547 

0.0012 

570 

0.7621 ; 

0.9520 

0.0021 

0.7347 

0,2653 

0.0000 

770 

0.0001 

0.0000 

0.0000 

0.4788 

0.5202 

0.0010 

575 

0.8425 i 

0.9154 

0.0018 

0.7347 

0.2653 

0.0000 

, 775 

0.0000 

0.0000 

0.0000 

0.512 S 

0,4866 

0.0009 

580 

0.9163 

0.8700 

0.0017 

0.7347 

! 0.2653 

0.0000 

780 ■ 

0.0000 

0.0000 

0,0000 

Totals j 

21.3713 

21.3714 

1 

21.3715 


(&) The luminous apparent reflec- (d) The iiluminant to which the color 
tivity, the luminous apparent re- designation of the test specimen applies; 
flectance,- or the luminous transmission, that is, whether the standard iiluminant, 
Ts, depending upon whether the test A. B. or C, or some other iiluminant. 


Report 

14. The report of the color designa- 
tion of the test specimen shall consist 
of the following: 

(a) The trichromatic coefficients, x 
and y. 


Standard Definitions of 

TERMS RELATING TO PAINT, VARNISH, LACQUER, AND 
RELATED PRODUCTS^ 



A.S.T.M. Designation: D 16 - 46 
Adopted, 1946.2 

This Standard of the American Society for Testing Alaterials is issued under 
the fixed designation D 16 ; the final number indicates the year of original 
adoption as standard or, in the case of revision, the }-ear of last revision. 


Acrylic Resin . — Under Resin, Synthetic, 
see Acrylic Resin. 

Alkyd Resin . — ^Under Resin, Synthetic, see 
Alkyd Resin. 

Baking Finish. — A paint or varnish that re- 
quires baking at temperatures above 150 
F. for the development of desired proper- 
ties. 

Baking Temperature. — A temperature above 
150 F. (65.6 C). 

Bituminous Varnish — Under Varnish, see 
Bituminous Varnish. 

Bleeding. — The diffusion of coloring matter 
through a coating from the substrate; also, 
the discoloration arising from such diffu- 
sion. 

Bulking Value. — Solid volume of a unit 
weight of material usually expressed as 
gallons per pound. 

Cellulose Lacquer.—A liquid coating com- 
position containing as the basic film- 

1 Under the standardization procedure of the Society, 
these definitions are under the jurisdiction of the A.S. 
T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to their present adoption as standard these de- 
finitions were published as proposed standard definitions 
from 1914 to 1915, being revised in 1915. They were 
adopted in 1915, published as standard from 1915 to 1940, 
being revised in 1922 and 1924, but revised and republished 
as tentative in 1940. They were published as tentative from 
1940 to 1946, being revised in 1941, 1942, 1944, and 1946. 


forming ingredients cellulose esters or 
ethers and plasticizers with or without 
resins. 

Color. — The aspect of the appearance of 
objects which depends upon the spectral 
composition of the light reaching the 
retina of the eye and upon its temporal 
and spatial distribution. Black, white, 
and gray are colors as well as red, yellow, 
green, blue, purple, and their inter- 
mediates. Mixtures or blends of these 
are also colors. The colors of objects 
have three attributes: hue, lightness and 
saturation. 

Note — Appearance depends upon shape, 
gloss, transparency, and texture as well as 
upon color. The term color is sometimes 
loosely used in reference to material sub- 
stances (pigments, stains, dyes) apart from 
their appearance. 

Hue . — The attribute which determines 
whether the color is red, yellow, green, 
blue, purple, or the like. 

Lightness . — The attribute which per- 
mits an object color to be classified as 
equivalent to some member of the series 
of grays ranging between black and 
white. 
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Definitions Relating to Paint (D 16 -46) 


Saturation.— Tho attribute of any color 
possessing a hue which determines the 
degree of its difference from the gray 
of the same lightness. 

Drier.— A composition which accelerates 
the drying of oil, paint, or varnish. Driers 
are usually metallic compositions and are 
available in both solid and liquid forms. 

Drying OIL — An oil which possesses to a 
marked degree the property of readily 
taking up oxygen from the air and chang- 
ing to a relatively hard, tough, elastic 
substance when exposed in a thin film to 
the air. 

Enamel. — A paint which is characterized 
by an ability to form an especially 
smooth film. 

Ester Gum. — Under Resin, Synthetic, see 
Ester Gum. 

Filler. — A pigmented composition for filling 
the pores or irregularities in a surface 
preparatory to application of other 
finishes. 

Flatting Agent. — A material added to paints, 
varnishes, and other coating materials 
to reduce the gloss of the dried film. 

Forced Drying Temperature. — A temper- 
ature between room temperature and 150 
F. (65.6 C). 

Fossil Resin. — Under Resin, Natural, see 
Fossil Resin. 

Glaze. — A very thin coating of a paint 
product usually a semi-transparent coat- 
ing tinted with Van Dyke brown, burnt 
sienna, or a similar pigment; applied on a 
previously painted surface to produce a 
decorative effect. 

Hiding Power. — The power of a paint or 
paint material as used to obscure a sur- 
face painted wdth it.' 

In this definition the word ‘‘obscure” means 
to render invisible or to cover up a surface 
so that it cannot be seen. 

-Under Color, see Hue. 


Lacquer. See Cellulose Lacquer. 

Lake. — A special type of pigment consisting 
essentially of an organic soluble coloring 
matter combined more or less definitely 
with an inorganic base or carrier. It is 
characterized generally by a bright color 
and a more or less pronounced trans- 
lucency when made into an oil paint. 

Under this term are included two (and 
perhaps three) types of pigment: (c) the 
older original type composed of hydrate of 
alumina dyed with a solution of the natural 
organic color, ijb) the more modern and far 
more extensive type made by precipitating 
from solution various coal-tar colors by means 
of a metallic salt, tannin, or other suitable 
reagent, upon a base or carrier either pre- 
viously prepared or coincidently formed, and 
{c) a number combining both types in vary- 
ing degree, might be regarded as a third class. 

Lightness. — Under Color, see Lightness. 

Maleic Resin. — Under Resin, Synthetic, 
see Maleic Resin. 

Melamine Resin. — Under Resin, Synthetic, 
see Melamine Resin. 

Natural Resin. — See Resin, Natural. 

Nondrying Oil.-— An oil which does not of 
itself possess to a perceptible degree the 
power to take up oxygen from the air and 
lose its liquid characteristics. 

Nonvolatile Vehicle. — ^Tlie liquid portion 
of a paint excepting its volatile thinner 
and water. 

Oil Paint. — Under Paint, see Oil Paint. 

Oil Fmi'w/z.—Under Varnish, see Oil 
Varnish. 

Opacity. — The degree of obstruction to the 
transmission of visible light. 

In this sense “opacity” is a relative term 
it being considered that given a film suffi- 
ciently thin, in paint technology at least, 
there is no absolutely opaque substance. 

Paint. — A pigmented liquid composition 
which is converted to an opaque solid 
film after application as a thin layer. 
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Definitions Relating to Paint (D 16-46) 


Oil Paint— k paint that contains drying 
oil or oil varnish as the basic vehicle in- 

gredient. 

Water Paint. —A paint that contains a 
water emulsion or dispersion as the 
vehicle. 

Paste Paint.— A paint in which the 
pigment is sufficiently concentrated to 
permit a substantial reduction with vehicle 
before use. 

Paste Paint. — Under Paint, see Paste Paint. 

Phenolic Resin. — Under Resin, Synthetic, 
see Phenolic Resin . 

Pigment. — The fine solid particles used in 
the preparation of paint, and substantially 
insoluble in the vehicle. 

Asphaltic materials are not pigments ex- 
cept when they contain substances substan- 
tially insoluble in the vehicle in which they 
are used. 

Pigment Volume. — The percentage by vol- 
ume of pigment in the nonvolatile portion 
of a paint as calculated from bulking value 
and composition data. The letters PV 
are commonly used as an abbreviation. 

Putty. — A stiff, dough-like materia! consist- 
ing of pigment and vehicle, used for 
setting window panes and filling imper- 
fections in wood or metal surfaces. 

Resin, Natural. — A solid organic substance 
originating in the secretion of certain 
plants or insects which is thermoplastic, 

? flammable, nonconductive of electricity; 
breaks with a conchoidal fracture (when 
hard) and dissolves in certain specific 
organic solvents but not water. 

Fossil Resin. — A natural resin of ancient 
origin usually found in the earth. 

Resin, Synthetic, — A synthetic substance 
physically similar to natural resin. 

Acrylic Resin. — A synthetic resin made 
from derivatives of acrylic acid. 

Alkyd Resin.— A synthetic resin made 
from polyhydric alcohols and polybasic 
acids; generally modified with resins, 
fatty oils or fatty acids. 


Ester Gum . — A I'esiii made from rosin, 

and glycerine. 

Maleic Resin . — A resin made from a 
natural resin and maleic aiiiiydride or 

maleic acid. 

Melamine Resin . — -A S3mthetic resin 
made from melamine and aldeh^^de. 

Phenolic Resin. — A synthetic resin made 
from phenols and aldehydes. 

Styrene Resin.— ~ A synthetic resin made 
from vimd benzene. 

Urea Resin.— A synthetic resin made 
from urea and an aldehyde. 

Vinyl Resin. — ^A synthetic resin made 
from vinyl compounds. 

Semidrying Oil. — An oil which possesses the 
characteristics of a drying oil but to a 
lesser degree. , 

There is no definite line of demarcation be- 
tween drying and semidrying oils. 

Shade. — A term descriptive of a lightness 
difference between surface colors, the 
other attributes of color being essentially 
constant. A lighter shade of a color is 
one that has higher lightness but approxi- 
mately the same hue and saturation; and 
a darker shade is one that has a lower 
lightness. 

Primarity, the term “shade” is derived from 
shadow and designates a change in appearance 
analogous to that produced b}" a local reduc- 
tion in illumination. It should, therefore, 
when strictly used, express onty the change 
toward a darker color. Shade of a color has 
been defined by several authorities as the 
mixture of black with that color, thus estab- 
lishing its opposite character to “tint”, but 
by extension of its relative sense it has been 
frequently and widely used to include lighter 
shades by use of the adjective “lighter” or 
“paler”. Although such expressions ap- 
parently involve a contradiction, it is clear 
that while we may have a shade of a color, 
or darker color of the same sort, it is easy to 
conceive of another shade not quite so dark 
and therefore lighter. 

Size. — A liquid coating composition, usually 
transparent, for sealing a porous surface 
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preparatory to application of finishing 
coats. 

Spirit Under Varnish, see Spirit 

Varnish. 

Spreading Rate. — The area covered by a unit 
volume of coating material frequently 
expressed as square feet per gallon. 

Styrene Resin . — Under Resin, Synthetic, 
see Styrene Resin. 

Surfacer. — A pigmented composition for 
filing minor irregularities to obtain a 
smooth uniform surface preparatory ■ to 
applying finish coats; usually applied 
over a primer and sandpapered for 
' smoothness. 

Synthetic Resin Resin, Synthetic. 

Tint. — A color produced by the mixture of 
white pigment or paint in. predominating 
amount with a colored pigment or paint, 
not white. The tint of a color is, there- 
fore, much lighter and much less satu- 
rated than the color itself. 

Tinting Strength. — The power of coloring a 
given quantity of paint or pigment se- 
lected as a medium standard for estimat- 
ing such power. 

Toner. — An organic pigment which does not 
contain inorganic pigment or inorganic 
carrying .base. 


Urea Re.?f;i.-™-Uiider Resin, Synthetic, see 
Urea Resin. 

Varnish. — A liquid composition which is 
converted to a transparent or translucent 
solid film after application as a thin layer. 

Bituminous Varnish . — A dark colored 
varnish containing bituminous ingre- 
dients, The varnish may be either of the 
oil or spirit type. 

Oil Varnish . — A varnish which contains 
resin and drying ol as the basic film 
forming ingredients and is converted to 
a solid film primarily by chemical 
reaction. 

Spirit Varnish . — A varnish which is con- 
verted to a solid film primarily by solvent 
evaporation. 

Vehicle. — The liquid portion of a paint. 

Anything that is dissolved in the liquid 
portion of a paint is a part of the vehicle. 

Vinyl Resin . — Under Resin, Synthetic, see 
Vinyl Resin. 

Volatile Thinner. — All that liquid portion 
of a paint, water excepted, which is vola- 
tile in a current of steam at atmospheric 
pressure. 

Water Faint . — Under Paint, see Water 
Paint. 


Standard Method for 

EVALUATING THE DEGREE OF RESISTANCE TO BLISTER- 
ING OF COATINGS OF PAINT, VARNISH, LACQUER, AND 
RELATED PRODUCTS ON METAL WHEN SUBJECTED 
TO IMMERSION OR OTHER TESTS INVOLVING 
EXPOSURE TO MOISTURE OR LIQUIDS^ 



A.S.T.M. Designation: D 714-45 
Adopted, 1945.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 7 14; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. The photographic reference stand- 
ards included in this method are repre- 
sentative of dififerent sizes of blisters 
that may develop on paint systems on 
iron, steel, or other metal surfaces when 
subjected to immersion tests (Note). 
They are to be used for comparative 
purposes and are not intended to have 
a direct relationship to a decision re- 
garding what constitutes failure of the 
paint system. This shall be agreed upon 
by the purchaser and seller. 

Note. — These photographic standards were 
obtained by immersion of paint systems on steel 
panels in tap water but, for descriptive pur- 
poses, they may be useful in other tests involving 
exposure to moisture or liquids. 

Types of Blistering 

2. The blistering represented in these 
standards ranges from the small ^‘pin 
point’^ type through the intermediate 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-l on Paint, Varnish, Lacquer, and Related 
Products. 

5 Prior to adoption as standard, this method was pub- 
lished as tentative from 1943 to 1945. 


sizes to the large and more or less irregu- 
lar ^‘globular’’ types. 

Use of Photographic Reference Stand- 
ards 

3. The use of the photographic refer- 
ence standards^ shown in Figs. 1 and 2 
is subject to the following interpretations 
and suggestions: 

{a) The photographic reference stand- 
ards are intended to designate sizes of 
blisters and not quantity or distribution 
of blistering. 

(S) The selection of reference stand- 
ards has been restricted to four steps 
within a scale of 0 to 10, in which 0 
represents the presence of very large 
blisters and 10 represents no blistering 
under the conditions of the test. These 
steps are designated as Blistering Stand- 
ards No. 2, No. 4, No. 6, and No. 8, 
respectively. Intermediate stages shall 
be judged by interpolation. The num- 
ber shall refer to the larger sized blisters 
on the respective photographic standards 
(Note 1). 

3 Glossy prints of the photograph c reference standards 
showing types of blistering are available at a nominal charge 
from A.S.T.M. Headquarters, 1916 Race St., Philadel- 
phia 3, Pa. 
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Immersion Test for Blistering of Paint (D 714 - 45) 


Fig. 2.— Degrees of Blistering, 
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Immersion Test eor Blistering of Paint (D 714-45) 


Note 1 : Photographic standard 

No. 4 has on it blisters ranging in size from 
about No. 7 to No. 4, inclusive. This is neces- 
sary because it appears impractical to obtain 
photographic reference standards that show only 
one size of blistering uniformly distributed. 

(c) Blistering shall be reported in 
terms of amount or percentage of the 
area on the test specimen that is covered 
by blisters of different sizes (Note 2) as 
defined and illustrated by the respective 
reference standards and as specified in 
Paragraph (6). 

Note 2: Example . — The test specimen shows 
No.. . .to No.. . .blistering on. . .per cent of the 
surface. 

{d) When the amount and size of 
blistering vary considerably on different 
parts of the test specimen, this shall be 


indicated by reporting, in so far as prac- 
tical, the extent of this variation by 
statements such as: 

No to No blistering on. . . .per cent 

of the surface. 

No to No blistering on per cent 

of the surface, etc. 

{e) While reference to one or more of 
the standard numbers conveys the idea 
of ^^uniform’’ or ^'nonuniform’^ size, 
additional descriptive words such as 
“concentrated’’ or “scattered” and “gen- 
eral” or “localized” are needed and 
should be used (Note 3). 

Note 3: Example . — Standard No. 4 would 
be described as follows: 

No. 7 to No. 4 concentrated blistering gen- 
eral on 100 per cent of the surface. 



Standard Method of 

EVALUATING DEGREE OF RESISTANCE TO CHALKING OF 
EXTERIOR PAINTS OF THE LINSEED-OIL TYPEi 



A.S.T.M. Designation: D 659 -44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 659; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. The photographic reference stand- 
ards included in this method are repre- 
sentative of degrees of resistance to 
chalking of linseed-oil-type exterior paint 
films on wood surfaces. These standards 
are primarily intended for comparative 
evaluation. 

Definition 

2. Chalking is that phenomenon mani- 
fested in paint films by the presence of 
loose removable powder, evolved from 
the film itself, at or just beneath the 
surface. Chalking may be detected by 
rubbing the film with the fingertip. 

Type of Chalking 

3. Only one type of chalking is recog- 
nized, as defined in Section 2. 

Procedure 

4. Wrap a piece of black velvet, 
flannel, or felt around the tip of the in- 
dex finger and apply, with medium 

^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1942 to 1944. 
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pressure, to the film under observation 
by making a stroke across the surface 
at least 4 in. in length. Shift the index 
finger to a position 1 in. to the side of the 
chalk-retaining spot and make another 
reading. Compare the spots thus ob- 
tained with the photographic standard. 

Use of Photographic Reference Stand- 
ards 

5. The use of the photographic refer- 
ence standards^ shown in Fig. 1 requires 
the following precautions: 

(a) It must be realized that the degree 
of failure will vary over any given area. 
Therefore, an average portion of the film 
should be used for comparison. 

{b) It is very difficult to make read- 
ings on a windy day and making readings 
at such a time should be avoided. It 
should also be noted that rain or snow 
will remove chalk, so that readings 
should be made after a period of clear 
weather and when the surface is dry. 

(c) It should be remembered that 

3 Copies of the Exposure Standards Manual prepared 
by the Federation of Paint and Varnish Production Clubs, 
giving actual photographs of various types of failures of 
exterior paints, may be obtained from the Secretary of 
the Federation, 704 Weightman Building, 1524 Chestnut 
St., Philadelphia 2, Pa. 
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chalking and erosion^ are closely related 
and that erosion is a result of chalking 
failure. However, the rate of chalking, 
as measured by this method, and the 
rate of erosion may not be comparable, 


readily reproduced. Several instru- 
ments have been designed to determine 
degrees of chalking, using this same 
principle but with controlled pressure. 
While they have merit, most are suitable 



No. 8 No. 6 No. 4 No. 2 

Fig. 1. — Degrees of Chalking. 


because some pigment combinations 
tend to retain chalk on the surface wkile 
other pigment combinations exert a self- 
cleaning action by natural means. 

(d) While this method appears to be 
open to many variables, experience has 
shown that the results obtained may be 

4 For evaluation of erosion, see the Standard Method of 
Evaluating Degree of Resistance to Erosion of Exterior 
Paints of Ae Linseed-Oil Type (A.S.T.M. Designation: 
D 662), which appears in this publication, see Contents in 
Numeric Sequence of A.S.T.M. Designations at front of 
book. 


only for laboratory examinations and 
require too much time for the evaluation 
of large numbers of panels. 

(e) For convenience in recording the 
data obtained, the record sheet approved 
by the Federation of Paint and Varnish 
Production Clubs is recommended.® 


® These record sheets may be obtained from the Pal- 
merton Printing Co., Palmerton, Pa., or from the Ameri- 
can Society for Testing Materials, 1916 Race St., Phila- 
delphia 3, Pa. 



Standard Method of 


EVALUATING DEGREE OF RESISTANCE TO CHECKING OF 
EXTERIOR PAINTS OF THE LINSEED-OIL TYPEi 



A.S.T.M. Designation: D 660-44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 660; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. The photographic reference stand- 
ards included in this method are repre- 
sentative of degrees of resistance to 
checking of linseed-oil- type exterior paint 
films on wood surfaces. These standards 
are primarily intended for comparative 
evaluation. 

Definition 

2. Checking is that phenomenon mani- 
fested in paint films by slight breaks in 
the film that do not pepetrate to the 
underlying surface. The break should 
be called a crack^ if the underlying 
surface is visible. Where precision is 
necessary in evaluating a paint film, 
checking may be described as visible (as 
seen with the naked eye) or as micro- 
scopic (as observed under a magnifica- 
tion of 10 diameters). 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1942 to 1944. 

3 For evaluation of cracking, see the Standard Method 
of Evaluating Degree of Resistance to Cracking of Exterior 
Paints of the Linseed-Oil Type (A.S.T.M. Designation: 
D 661), which appears in this publication, see Contents in 
Numeric Sequence of A.S.T.M. Designations at front of 
book. 


Types of Checking 

3. Three types of checking are recog- 
nized: 

Irregular Pattern Tyfe . — Checking in 
which the breaks develop in the surface 
of the film in no definite pattern. 

Line Type . — Checking in which the 
breaks in the surface of the film are 
generally arranged in parallel lines, 
usually either horizontally or vertically, 
over the surface of the film. These 
breaks often follow the line of brush 
marks. 

Crowfoot Type . — Checking in which 
the breaks in the surface of the film form 
in a definite three-prong pattern with 
the breaks running from a center and 
forming an angle of about 120 deg. 
between the prongs. 

Use of Photographic Reference Standards 

4. The use of the photographic refer- 
ence standards^ shown in Fig. 1 requires 
the following precautions: 

{a) The accompanying photographic 

^ Copies of the Exposure Standards Manual prepared 
by the Federation of Paint and Varnish Production Clubs, 
giving actual photographs of various types of failures 
of exterior paints, may be obtained from the Secretary 
of the Federation, 704 Weightman Building, 1524 Chestnut 
St., Philadelphia 2, Pa. 
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Fig. 1.— Degrees of Checkinj 
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reference standards show line-type 
checking only. Crowfoot and irregular- 
type checking may also be interpreted 
from the photographs. 

(b) Care must be taken not to confuse 

various types of failure that may be 
present on the same surface. 

(c) It must be realized that the degree 
of failure will vary over any given area. 
Therefore, an average portion of the 
film should be used for comparison. 

(d) Linseed-oil paint films often col- 
lect excessive quantities of dirt, which 
may mask the type and degree of failure. 
If necessary, dirt should be removed by 
careful and gentle brushing with a 
moderately soft brush. 

(e) The use of a microscope is recom- 
mended to detect and evaluate incipient 
checking. 

(f) The No. 8 standard must be ex- 
amined closely under adequate lighting 
conditions to distinguish the failure 
present. For the sake of clarity, a 
10-diameter magnification of No. 8 


checking is shown in Fig. 2, as well as 
the unmagnified view shown in Fig. 1. 



Fig. 2. — No. 8 Checking Magnified 10 Diameters. 

(g) For convenience in recording the 
data obtained, the record sheet approved 
by the Federation of Paint and Varnish 
Production Clubs is recommended.® 


^ These record sheets may be obtained from the Pal- 
merton Printing Co., Palmerton, Pa., or from the Ameri- 
can Society for Testing Materials, 1916 Race St., Phila- 
delphia 3, Pa. 



Standard Method of 

EVALUATING DEGREE OF RESISTANCE TO CRACKING OF 
EXTERIOR PAINTS OF THE LINSEED-OIL TYPE^ 



A.S.T.M* Designation: D 661 ~44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 661; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. The photographic reference stand- 
ards included in this method are repre- 
sentative of degrees of resistance to crack- 
ing of linseed-oil- type exterior paint films 
on wood surfaces. These standards are 
primarily intended for comparative 
evaluation. 


Definition 

2. Cracking is that phenomenon mani- 
fested in paint films by a break extending 
through to the surface painted. Where 
this is difficult to determine, the break 
should be called a crack only if the under- 
lying surface is visible. The use of a 
magnification of 10 diameters is recom- 
mended in cases where it is difficult to 
differentiate between cracking and 
checking.^ 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of tlie A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1942 to 1944, 

3 For evaluation of checking, see the Standard Method 
of Evaluating Degree of Resistance to Checking of Exterior 
Paints of the Linseed-Oil Type (A.S.T.M. Designation: 
D 660), which appears in this publication, see Contents in 
Numeric Sequence of A.S.T.M, Designations at front of 
book. 


Types of Cracking 

3. Three types of cracking are recog- 
nized : 

Irregular Pattern Type . — Cracking in 
which the breaks in the film are in no 
definite pattern. 

Line Type . — Cracking in which the 
breaks in the film are generally arranged 
in parallel lines, usually either hori- 
zontally or vertically, over the surface of 
the film. These breaks often follow the 
line of brush marks. 

Sigmoid Type . — Cracking in which the 
breaks in the film form a pattern con- 
sisting of curves meeting and inter- 
secting, usually on a relatively large 
scale. 

Use of Photographic Reference Stand- 
ards 

4. The use of the photographic refer- 
ence standards^ shown in Fig. 1 requires 
the following precautions: 

{a) The accompanying photographic 

^ Copies of the Exposure Standards Manual prepared by 
the Federation of Paint and Varnish Production Clubs, 
giving actual photographs of various types of failures of 
exterior paints, may be obtained from the Secretary of 
the Federation, 704 Weigh tmau Building, 1524 Chestnut 
St., Philadelphia 2, Pa. 
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reference standards show line-type crack- 
ing only. Irregular and signioid-t5;pe 
cracking may also be interpreted from 
these photographs. 

(b) Care must be taken not to confuse 
various types of failure that may be 
present on the same surface. This is 
particularly true in observing cracking 
and checking. Cracking may very often 
be an advanced stage of checking and is 
very often in evidence along with check- 
ing and other failures. 

(c) It must be realized that the degree 
of failure will vary over any given area. 
Therefore, an average portion of the 
film should be used for comparison. 

(d) Linseed-oil paint films often col- 
lect excessive quantities of dirt, which 
may mask the type and degree of 
iailure. If necessary, dirt should be 


removed by careful and gentle brushing 
with a moderately soft brush. 

(e) In examining for cracking failure, 
the possibility of wood failure should be 
recognized. This takes the form of a 
cracking or splitting of the wood itself 
with a resultant rupture of the paint 
film. Also, some panels wiU develop 
^^resin spewing’^ which will cause early 
failure by cracking. These points 
should be taken into consideration in 
any evaluations. 

(/) For convenience in recording the 
data obtained, the record sheet approved 
by the Federation of Paint and Varnish 
Production Clubs is recommended.^ 

6 These record sheets may be obtained from the Pal- 
merton Printing Co., Palmerton, Pa., or from the Ameri- 
can Society for Testing Materials, 1916 Race St., Phila- 
delphia 3, Pa. 


Standard Method of 

EVALUATING DEGREE OF RESISTANCE TO EROSION OF 
EXTERIOR PAINTS OF THE LINSEED-OIL TYPEi 



A.S.T.M. Designation: D 662 - 44 
Adopted, 1944.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 662; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. The photographic reference stand- 
ards included in this method are repre- 
sentative of degrees of resistance to ero- 
sion of linseed-oil- type exterior paint films 
on wood surfaces. These standards are 
primarily intended for comparative eval- 
uation. 


Definition 

2. Erosion is that phenomenon mani- 
fested in paint films by the wearing away 
of the finish to expose the substrate. 
The degree of failure is dependent on 
the. amount of substrate visible. Ero- 
sion occurs as the result of chalking.^ 

Types of Erosion 

3. Only one type of erosion is recog- 
nized, as defined in Section 2. 


^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

^ Prior to adoption as standard, this method was pub- 
lished as tentative from 1942 to 1944. 

3 For evaluation of chalking, see the Standard Method 
of Evaluating Degree of Resistance to Chalking of Exterior 
Paints of the Linseed-Oil Type CA.S.T.M. Designation: 
D 659), which appears in this publication, see Contents in 
Numeric Sequence of A.S.T.M. Designations at front of 
book. 


Use of Photographic Reference Stand- 
ards 

4. The use of the photographic refer- 
ence standards^ shown in Fig. i requires 
the following precautions; 

{a) Care must be taken not to confuse 
various types of failure that may be 
present on the same surface. 

(b) It must be realized that the degree 
of failure will vary over any given area. 
Therefore, an average portion of the 
film should be used for comparison. 

(c) The photographic standards used 
represent various degrees of erosion of a 
white brushing type paint over a dark 
primer. This system was necessary to 
provide sufiicient contrast for photo- 
graphic purposes. The erosion of a 
film to its normal substrate is, however, 
readily visible to the naked eye so it 
may easily be compared to the standards 
and given a numerical rating. 

(d) In doubtful cases, erosion is some- 


4 Copies of the Exposure Standards Manual prepared 
by the Federation of Paint and Varnish Production Clubs, 
giving actual photographs of various types of failures of 
exterior paints, may be obtained from the Secretary of 
the Federation, 704 Weigh tman Building, 1524 Chestnut 
St., Philadelphia 2, Pa. 
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Fig, l.—Degrees of Erosion. 
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times more visible in a damp film than 
in a dry film. Also, with severe erosion, 
it is often easier to rate the degree of 
erosion in a damp film than in a dry film. 

(e) While erosion of a sprayed film is 
more regular in its wearing away, a 
numerical rating can be given to it by 
interpreting the amount of erosion in 
terms of these standards. 
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(/) For convenience in recording the 
data obtained, the record sheet approved 
by the Federation of Paint and Varnish 
Production Clubs is recommended.® 


® These jecord sheets may be obtained from the Pal- 
merton Printing Co., Palmerton, Pa., or from the Ameri- 
can Society for Testing Materials, 1916 .Race St., Phila- 
delphia 3, Pa. 


Standard Method of 


EVALUATING DEGREE OF RESISTANCE TO RUSTING 
OBTAINED WITH PAINT ON IRON 
OR STEEL SURFACES^' 



A.S.T.M. Designation: D 610 ~ 43 

Adopted, 1943 A 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 610; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. The photographic reference stand- 
ards^ included in this method are repre- 
sentative of degrees of resistance to 
rusting obtained from paint on iron or 
steel surfaces. They are to be used for 
comparative purposes and are not in- 
tended to have a direct relationship to 
a decision regarding painting require- 
ments. 

Types of Rusting 

2. Two types of rusting are repre- 
sented: 

Ty^e 1 . — Rusting not accompanied 
by blistering, and evidenced by visible 
rust. 

Type 2 , — Rusting accompanied by 
blistering, and not initially evidenced 
by visible rust. 


1 Under the standardization procedure of the Society, 
this method Is under the jurisdiction of the A.S.T.M, 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Prior to adoption as standard, this method was pub- 
lished as tentative from 1941 to 1943. 

3 Selections of photographic reference standards were 
made to agree within practical limits with the degree of 
resistance to rusting indicated for the corresponding 
reference standard numbers in the Swedish Rusting Stand- 
ards. The committee suggests that degrees below No. 4 
are of no practical importance. 

This Method, including the Photographic Reference 
Standards, is available in the form of a 3 by S-in. collapsi- 
ble folder furnished with a stiff cardboard case at one 
dollar each from the American Society for Testing Ma- 
terials, 1916 Race St., Philadelphia 3, Pa. 


Use of PhotograpMc Reference Stand- 
ards 

3. The use of the photographic refer- 
ence standards shown in Fig. 1 requires 
the following precautions: 

[a) Some finishes are stained by rust. 
This staining must not be confused with 
the actual rusting involved. 

{})) Accumulated dirt or other ma- 
terial may make accurate determination 
of the degree of rusting difficult, 

(c) Certain types of deposited dirt 
that contain iron or iron compounds 
may cause surface discoloration that 
should not be mistaken for corrosion. 

(d) It must be realized that failure 
may vary over a given area and discre- 
tion must therefore be used in applying 
these reference standards. 

(e) In evaluating surfaces, considera- 
tion shall be given to the color of the 
finish coating, since failures will be 
more apparent on a finish that shows 
color contrast with rust, such as used 
in these reference standards, than on a 
similar color, such as an iron oxide 
finish. 
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-1 No. 

Type I. — Rusting Not Accompanied by Blistering. 



Fig. 1.— Photographic Reference Standards for Evaluating Deg5ee of Resistance to Rusting Obtained with Painfon Iroiror Steel Surfaces. 

{Continued) 
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Rusting Standards for Painted Surfaces (D 610 - 43) 



Type 1. — ^Rusting Not Accompanied by Blistering {Continued), 



Fig. 1. -Pliotographic Reference Standards for Evaluating Degree of Resistance to Rusting Obtained with Paint on Iron or Steel Surfaces. 

(Continued) 
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Fig. 1. Photographic Reference Standards for Evaluating Degree of Resistance to Rusting Obtained with Paint on Iron or Steel Surfaces, 
‘ {Continued) 
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RusirNG Standards for Painted Surfaces (D 610-43) 



Type 2— Rusting Accompanied by BKstering. 



Fig. 1.— Photographic Reference Standards for Evaluating Degree of Resistance to Rusting Obtained with Paint on Iron or Steel Surfaces. 

{Concluded) 



Type 2, — ^Rusting Accompanied by Blistering {Coytchded), 


Stafidard Specifications for 
PURE LINSEED OIL PUTTY FOR GLAZING^ 



A.S.T.M. Designation: D 317 - 33 
Adopted, 1933.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 317; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. {a) These specifications cover two 
classes of putty for glazing and similar 
purposes, as follows: 

Class A, — Whiting putty. 

Class B. — White lead whiting putty. 

{b) The putty shall be furnished in 
natural color, or tinted or colored, as 
specified by the purchaser. 

Manufacture 

2. The putty shall be made by thor- 
oughly grinding or “chasing’’ the speci- 
fied dry pigment with pure linseed oil 
to a dough-like paste of proper con- 
sistency. 


Properties of Ingredients 

3. {a) Dry Figment. — The dry pig- 
ment shall conform to the following 
requirements: 


Whiting 

Putty 

Calcium carbonate, min., 

per cent . 95 

White lead, min., per cent. . . . 

Total calcium carbonate 


White Lead 
AVhiting 
Putty 


io 


and white lead, min., per 

cent. 95 


Tinting pigment plus im- 
purities, max., per cent . . 5 5 


if)) Whiting. — The whiting used in 
both classes of putty shall be free from 


grit, shall be practically neutral, and 
shall have a structure and physical 
characteristics adapted to the manu- 
facture of putty having the required 
physical properties. 

{c) White Lead, — The white lead shall 
be pure basic lead carbonate. 

(d) Tinting Pigment, — Tinting or 
coloring pigments, if used, shall be pure 
and shall be used in the minimum 
quantity to secure the specified tint or 
shade. 

{e) Linseed Oil, — The liquid shall 
consist entirely of pure linseed oil^ 

Properties of Finished Putty ■ 

4. (a) The finished putty shall con- 
form to the requirements prescribed in 
Table L 

{h) The finished putty, after working 
in the hands, shall have good plastic 
quality without sticking to the hands. 
It shall work readily and smoothly 
under a knife without crumbling or 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

2 Prior to adoption as standard, these specifications 
were published as tentative from 1930 to 1933, being re- 
vised in 1932 and 1933. Editorially revised and rearranged 
in 1939. 
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TABLE I. — ^REQUIREMENTS FOR PUTTY. 


Whiting 

Putty 

White Lead 
Whiting 
Putty 

Pigment max., percent . . . 
Piiie linseed oil, min., per 

88 

88 

cent 

Moisture and other volatile 

12 

12 

matter, max., per cent . . . 
Alkalinity (to boiling wa- 
ter) calculated as calcium 

0.5 

0.5 

carbonate, max., per cent. 

Coarse particles and skins 
(total residue retained on 
a No. 200 (74-micron) 
sieve), max., per cent of 
the dry pigment 

0.1 

0.1 

3.0 

3.0 


cracking. After being molded in place 
it shall hold its shape until set. 

{c) Tinted oT' colored putty shall 
match, in tint or color, a sample agreed 
upon by the purchaser and the seller. 

(d) The putty, as received, shall not 
be caked or hardened in the container. 

Number of Samples 

5. One sample shall be taken at ran- 
dom from each lot of 10,000 lb. or frac- 
tion thereof. 



Standard Methods of 
SAMPLING AND GRADING ROSIN* 



A.S.T.M, Designation: D 509 -45 
• Adopted, 1945. ^ 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 509; the final number indicates the year of original 
adoption as standard or, in the case of revision, the' year of last revision. 


Scope 

1. These methods describe the pro- 
cedures for sampling and determining 
the grade of rosin delivered in com- 
mercial bags, barrels, or drums (Note). 

Note. — All rosin sold in interstate commerce 
must be described by reference to the U. S. 
Standards for rosin, and is therefore subject 
to grading prior to such sale. The grading 
procedure described in these methods is used 
for checking grades or regrading after the rosin 
has moved from the primary markets to dis- 
tributing or consuming points. 

Apparatus 

2. The apparatus (see Fig. 1) for 
sampling and grading rosin shall con- 
sist of the following: 

(a) Steel Spike , — A portable steel 
spike as shown in Fig. 1, with re- 
movable wooden handle, for obtaining 
a sample lump. The spike shall have 
the following approximate dimensions: 
30 in. ill over-all length, 18| in. in length 
for steel shank, and 2 in. in outside 
diameter at handle end. The total 
Weight of the spike shall be 4| lb. and 

i Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-17 on Naval Stores. 

Prior to adoption as standard, these methods were 
published as tentative from 1938 to 1945, being revised 
m 1944. 


the weight of the steel shank 3|- lb. 
A suitable spike may also be made by 
sharpening one end of the drive shaft of 
an old automobile. The sharpened 
point shall be off center, and, in order 
to lessen the chances of breaking or 
snapping off at the tip, should not be 
extremely hard. 

{b) Sampling Adz , — A sampling adz 
as shown in D, Fig. 1, specially de- 
signed for cutting the ‘Type” or grading 
sample from the rosin lump. A lather^s 
hatchet with a narrow blade (C in 
Fig. 1) may also be used. The cutting 
edge shall be kept razor sharp for best 
results. 

(c) Heating Device , — A heating device 
having a smooth polished surface for the 
final smoothing and shaping to size of 
the cut sample for close grading. It 
shall be maintained at a temperature 
just high enough to permit rapid melting 
of the surface of the rosin but not hot 
enough to cause the rosin to sizzle and 
permit scorching. The device shown in 
E, Fig. 1, is a specially designed elec- 
trical heater having an %,nguiar head of 
nickel-plated copper, with one fin fast- 
ened between electric-heating elements. 
An ordinary electric flat iron mounted 
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in a vertical position, point down, with member, and If in. in o 
a rheostat in the circuit, to control the (top, bottom, and side) 
current, also serves the purpose. end shall be cut out as sh( 

(d) Grading Box.~A comparison or to fit the face of the gra( 
fading box as shown in J5, Fig. 1, which small end shall be fitted ’ 
is not always necessary but may be springs made of f-in. clod 
helpful in grading samples that are which serve to hold the sa 
doubtful or “close- to type,” that is, standard in place on the ^ 
almost but perhaps not quite as good as or lip of the lower membe 
the standard, or which may be difficult two i-in. square holes cut 


A—Rosin sjDike. 

B— -Comparison box, 

C— Sampling hatchet, 

D — Sampling adz. 

E— Smoothing device. 

F — Rosin type samples. 
G— Official rosin standards, 
H—Spiked lump sample. 
I— -Sample for grading. 


Fig. i. — Apparatus for Sampling and Grading Rosin, 


to grade because of some unusual con- center to center, in a piece of sheet 

dition such as a reduced brightness or metal forming the small end of the box. 

light transmission value caused by A piece of sheet rubber fastened to the 
cloudiness or the presence of finely lip, acts as a cushion for the samples to 
divided foreign matter suspended in rest on. An eye-piece, in the form of a 
the rosin. Such a box may be made of transverse vertical partition having a 
I in. wood stock, with the following centrally cut opening or slit | in. in 
approximate dimensions: 21 in. in over- width by 3 in. in length, shall be fastened 

all length at the bottom, 19f in. in length inside the larger end, about 4 in. in 

on top, 4| in. in width at the wide (eye) from the end. The box shall have an 
end, 2f in. in width at the small (sample) interior finish of dull black, which may 
end of the top, 1| in. in width of side be obtained by glueing pieces of black 
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felt, cut to fit. the interior, to the inner 
side of the several pieces of board from 
.which, the ^ box is . made. , 

(e) Official Rosin Standards. — The Of- 
ficial U. S. Standards for rosin (G in 
Fig. 1) are assembled from glass com- 
ponents and are issued on loan by the 
U. S. Department of Agriculture,® in 
sets of twelve standards, for the follow- 
ing grades: X, WW, WG, N, M, K, 
J, H, Gj Fj E, D. There is also a 
standard for FF wood rosin. If ^Type^’ 
samples made of rosin {F in Fig. 1), 
carefully selected and prepared to con- 
form to or match the color of the official 
permanent government standards, are 
used, they shall be protected from heat 
and light when not in use, to prevent 
deformation and change of color. They 
shall be tested periodically for color and 
conformity with the U. S. Standards, 
and replaced whenever they no longer 
match the standards. 

Sampling 

3. (a) Number of Packages to he 
Sampled. — K preliminary sampling of 
20 per cent of the entire lot or shipment 
shall be made. If the grade of 85 per 
cent or more of the number of such 
preliminary samples agrees with the 
grade indicated on the package or in- 
voice, with none of the samples disagree- 
ing by more than one grade, the original 
grading shall be considered confirmed 
and the shipment accepted as a good 
delivery. If the grades of more than 15 
per cent of the preliminary samples 
are in disagreement, or if any appreciable 
number are under grade by more than 
one grade, additional packages in the 
lot to make up a total equal to not less 
than 50 per cent of the entire shipment 
(preferably the entire shipment if ac- 


sThe standards are obtainable only on security loan 
from the Naval Stores Section, Cotton and Fiber Branch, 
War Food Administration, U, S. Dept, of Agric., Wash- 
ington, D. C,, under the Regulations for Enforcement of 
the Naval Stores Act. 


cessible and not too great) : shall be 
sampled. The findings on such larger 
quantity shall be accepted as the basis 
for settlement between the purchaser 
and the seller (Note)., 

Note. — Gum rosin, that is, rosin made from' 
the gum or oleoresin that has exuded from the 
living tree, is ordinarily made in batches of from 
6 to 8 bbl. or drums, weighing from 475 to 
600 lb. each. A sample drawn from any one 
package cannot be expected to represent more 
than the 6 or 8 bbl. or drums comprising the 
batch of which the sampled package was a part. 
The color value of the rosin in any one batch 
after the rosin has been packaged may show 
enough variation, due to several factors, to 
result in a difference in grade (usually not more 
than one grade) as between different barrels of 
the batch. The packages comprising a lot of 
rosin moving or that has moved in commerce 
from a large concentration and distributing 
point may represent the production of a number 
of different producers from widely separated 
localities, and from gum collected at different 
seasons of the year, and may also have been 
graded by a number of different graders. The 
difficulty of obtaining a correct appraisal of 
the grading of an entire lot of rosin from a too 
limited number of samples is thus apparent. 

ib) Method of Sampling . — By means 
of the spike, the rosin shall be broken 
into along the lines of a segment of the 
circular surface, removing the top or 
surface rosin from one fourth to one 
third of the surface area, to a depth of 
several inches. A lump about the size 
of a clenched fist (ff, Fig. 1) shall then 
be broken or pryed loose from such a 
position that the top or upper side of 
the lump comes from at least 4 in. below 
the original surface (2 to 3 in, in the case 
of drums having permanent heads with 
small openings). In the case of the 
usual lOO-lb. bags, the sample may 
come from any convenient location. By 
means of the sampling adz or hatchet, 
a grading sample shall be cut of cleaved 
from the lump as nearly cubical in shape 
as possible, | in. on the side. If desired 
or indicated as necessary by the results 
of the cutting, the sample shall be shaped 
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to ' exact size by quick, intermittent, 
light appiications against the heated 
smoothing device, removing any melted 
rosin from the surface with cotton waste 
of a soft cloth between each application. 
The final specimen for grading shall be 
an approximate cube having a thickness 
of exactly | in. (J, Fig. 1), between 
smooth, parallel faces in the direction 
or dimension through which it is viewed 
or compared with the grade standard. 

Grading 

4. (a) The sample or “type^’ shall 
be compared with the appropriate stand- 
ard, preferably against an open direct 
north sky light, or in a direction which 
excludes direct rays from the sun from 
passing through the rosin to the eye. The 
grade of the rosin shall be considered 
that of the highest or lightest colored 
standard which the sample equals or 
excels (is lighter than) in color (Note). 
Should the color or appearance of the 
rosin be such that there is a doubt 
whether the rosin is as light or bright 
as the standard, the sample and the 
standard shall be viewed through the 
grading box or other suitable colorim- 
eter. Then in case of uncertainty the 
rosin shall be given the benefit of the 
doubt. For example, if a rosin sample 
is definitely darker than the WW stand- 
ard, but lighter than the WG standard, 
it is IFG grade. If, however, the grader 
is undecided whether the total color 
of the rosin is “as good as” or equals, 
or is darker than that of the WW stand- 
ard, the grade is WW. 

NoTE.—Tlie “color” of a sample of rosin 
is made up of three attributes: hue, saturation, 
and brightness. “Hue” alludes to the charac- 
teristic described by the words “yellow” or 
“red.” “Saturation” describes the purity or 
strength of the yellowness or redness of the 
color, “Brightness” depends on the relative 
amount of light transmitted by the rosin. 
The cleanliness of the rosin affects its trans- 
parency and therefore its brightness. The 
terms “lighter than” and its inverse, “darker 


than” are convenient, to describe the di.fference 
between a sample, and a standard.,,. The rosin 
may be darker than the standard in one or more 
of the following ways: (i) a redder hue, (2) a 
more saturated hue, and ( 3 ) a lower brightness. 

(b) A sample showing , two distinct 
colors usually evidenced by darker 
streaks through the rosin, indicates a 
mixture of rosins in the package, in 
which case the darkest' part of the 
sample or darkest rosin to be found in 
the package shall determine the grade. 

(c) A check sample taken from close 
to the bottom of a barrel or drum shall 
not be considered representative, because 
of a natural variation in color sometimes 
found between the top and bottom rosin, 
as well as a reduced brightness of the 
bottom rosin due to a settling of finely 
divided suspended matter usually pres- 
ent in normal gum rosin. Should such 
bottom sample show not more than one 
grade lower than the top sample, the 
latter shall determine the grade of the 
rosin in the barrel If, however, the 
bottom-head sample is more than one 
grade lower than the top sample, double 
filling or ^^mixed-packing” is indicated, 
and the bottom-head sample shall de- 
termine the grade of the rosin in the 
package. 

(d) Rosin which is only slightly cloudy 
or opaque (caused by occluded moisture 
or separation of crystals in the solid 
mass) shall be graded in the usual way 
if the condition is not such as to prevent 
an accurate evaluation of the color in 
comparison with the standards. If, 
however, the opaqueness is of such a 
degree that the grade cannot be definitely 
determined in comparison with the 
standards, the rosin shall be designated 
“OPAQUE” and graded “OP,” in which 
case its acceptance and value shall be a 
matter for settlement between the pur- 
chaser and the seller without reference 
to grade. Such opaque rosin may be 
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further identified or described as pale, 
medium, or dark opaque. 

Tolerance. 

5. The tolerance or allowance of 15 
per cent variation (Note) described in 
Section 3 is necessary because careful 
competent graders rarely get exact 
duplicate results on all individual sam- 
ples when regrading a large number of 


rosin samples,. . Moreover,, a . regrade 
sample, coming from a different posi-: 
tion in the package, and after storage 
and weathering for an indefinite period, 
may be slightly darker than the original 
sample on which the grade was based. 
An allowance for such slight variation 
must therefore be made. 

Note. — ^This tolerance is that recognized by 
the Federal Government in the administration 
of the U. S. Naval Stores Act. 




Standard Method of Test for 
ACID NUMBER OF ROSIN* 



A.S.T.M. Designation: D 465 - 42 

Adopted, 1942.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 465; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 
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Scope 

1, This method of test^« is intended for 
determining the acid number of rosin. 

Note. — Due to difficulty in observing the 
end point in the titration, because of the dark 
color of the solution, this method using an in- 
ternal indicator is not recommended for use 
with rosins of grades darker than G, that is, of 
grades D, E, F, and FF. 

Special Solutions Required 

2, (a) Sodium Hydroxide Solution {0.5 
iV).— -Accurately standardize a 0.5 N 
NaOH solution. 

(5) Ethyl Alcohol. — Ninety-five per 
cent neutral ethyl alcohol, or neutral 
specially denatured alcohol (formula 
No. 30). 

(<;) Phenolphthalein Solution. — Dis- 
solve 1 g. of phenolphthalein in 100 ml. 
of 95 per cent specially denatured alco- 
hol, and neutralize the slightly acid 
alcohol solution with a caustic soda 
solution. 

Procedure 

3, In a 250-mL Erlenmeyer fiask^ of 

* Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-17 on.Naval Stores. 

® Prior to adoption as standard, this method was 
published as tentative from 1937 to 1942, being revised in 
1942; ■■ ■ 

2® A tentative revision of this standard has been issued 
in the form of the Tentative Method of Test for Acid Num- 
ber of Bark Rosin (A.S.T.M. Designation: D 465 - 45 T), 
see p. 1617. 


heat-resistant glass/^ dissolve 1.95 to 2.05 
± 0,001 g. of the sample^ of rosin in 50 
ml. of neutral alcohol. Heat to dis- 
solve the rosin and titrate the hot so- 
lution with standard 0,5 N NaOH 
solution using 1 ml. of phenolphthalein 
solution as indicator. The standard 
0.5 N NaOH solution should be added 
as rapidly as possible, preferably with 
a wide-open burette until the end point 
is approached, and then by rapid drop- 
ping until the end point is reached.® 

Calculation 

4, The acid number, expressed in 
milligrams of KOH per gram, shall be 
calculated from the following formula: 

^ ^ ml. of NaOH X iT X 56.1 

Acid number = — : — 

wt. of sample in grams 

where N = the normality of the NaOH 
solution used. 

» The fiasks should be either new or cleaned by rinsing 
with a hot solution of hydrofluoric acid (2 to 3 per cent) 
This removes from the flasks the adhering partially disin- 
tegrated silicates which would interfere with the de- 
termination. This treatment of flasks is not as important 
for determination of acid number as for determination of 
saponification number; however, it should be a good pre- 
cautionary measure. 

* Pyrex glass is very satisfactory for this purpose. 

® It is desirable to stay within rather narrow limits as 
to size of sample, in order not to introduce too large varia- 
tions in the relative concentrations of rosin, alcohol, and 
alkali solutions. 

• Rapid titration is desirable to preven t any saponifica- 
tion of neutral constituents which slow titration might 
entail. 


A ‘‘tentative revision” of this standard appears on p. 1617. 



Standard Method of Test for 
SAPONIFICATION NUMBER OF ROSIN* 



A.S.T,M, Designation: D 464 - 42 

Adopted, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 464; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

L This method of test is intended for 
determining the saponification number 
of rosin. 

Note. — Due to difficulty in observing the 
end point in the titration, because of the dark 
color of the solution, this method using an in- 
terna! indicator is not recommended for use 
with rosins of grades darker than G, that is, of 
grades D, E, F, and FF. 

Special Solutions Required 

2. {a) Hydrochloric Acid Solution {0,5 
N), — Accurately standardize a 0,5 N 
HCl solution. 

(&) Alcoholic Potassium Hydroxide 
Solution,~-~J)hsQ\vt 40 g. of c. p. KOH in 
1 liter of 95 per cent redistilled specially 
denatured alcohol (formula No. 30). 
The alcohol shall be redistilled from 
KOFI over which it has been standing for 
some time, or with which it has been 
boiled for some time, under a reflux con- 
denser. The solution must be clear. If 
it contains insoluble matter, it shall be 

1 Under tbe standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-17 on Naval Stores. 

2 Prior to adoption as standard, this method was 
published as tentative from 1937 to 1942, being revised 
m 1942. 


either decanted after settling overnight 
or filtered. 

(c) PhenolpMhalein Solution. — Dis- 
solve 1 g, of phenolphthalein in 100 ml. 
of 95 per cent specially denatured alcohol 
(formula No. 30), and neutralize the 
slightly acid alcohol solution with NaOH 
solution. 

Procedure 

3. (a) Weigh 2.45 to 2.55 ± 0.001 g. 
of the sample^ of rosin into a 250-ml. Er- 
lenmeyer flask^ of heat-resistant glass.® 
Dissolve the sample in 25 ml. of alcohol 
(formula No. 30) and into it pipette® 25 
ml. of the alcoholic KOH solution, allow- 
ing the pipette to drain for a definite 
time. Connect the flask preferably to a 
water condenser or to an air condenser 
made from glass tubing 5 mm. in inside 
diameter, having a minimum length of 

* It is desirable to stay within rather narrow limits as 
to size of sample, in order not to introduce too large varia- 
tions in the relative concentrations of rosin, alcohol, and 
alkali solutions. 

« The flasks should be either new or cleaned by rinsing 
with a hot solution of hydrofluoric acid (2 to 3 per cent) . 
This removes from the flasks the adhering partially disin- 
tegrated silicates which would interfere with the de- 
termination. 

* Pyrex glass is very satisfactory for this purpose. 

® The use of a Lowy automatic pipette is recommended. 
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32 in. Place on a hot hot-plate and boil 
the^ solution gently for exactly 1 hr., 
taking the starting time at the point of 
incipient boiling. Cool and without 
washing down the condenser titrate im- 
mediately with 0.5 N hydrochloric acid 
solution using 1 ml. of phenolphthalein 
indicator. 

ib) Conduct two or three blank deter- 
minations, on 25-ml. portions of alcohol 
(formula No,^ 30) with 2S-mL portions 
of the alcoholic KOH solution, using the 
same pipette and draining for the same 
length of time as above. 


Calculation 

4. The saponification number shall be 
calculated from the, following formula: 

Saponification number » --7 ^ ^ 

IF , 

where: 

B = milMMters of HCl for titration of 

blank, 

S == milliliters of HCl for titration of 
sample, 

N = normality of standard HCl solu- 
tion used in titration, and 
W = weight of sample in grams. 



^ .APPROVED AS 
AMERICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
ASA NO.: K2U-1936 


Standard Method of Test for 
TOLUENE INSOLUBLE SOLID MATTER IN ROSINV 

CHIEFLY SAND, CHIPS, DIRT, AND BARK 



A.S^T.M. Designation: D 269 - 30 
Adopted, 1930.* 

Reapproved in 1946 Without Change. 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation D 269; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope 

1. This method of test covers a pro- 
cedure for determining the amount of 
solid matter (chiefly sand, chips, dirt, 
and bark) in rosin insoluble in toluene. 

Treatment of Sample 

2. (a) If the sample is less than 200 
g., powder it, immediately before the 
determination is made, to pass a No. 

10 (2000-micron) sieve,® mix thoroughly, 
and place in a wide-mouth bottle which 
is completely filled thereby. 

(6) If the sample is more than 200 g,, 
crush it, immediately before the deter- 
mination is made, to pass a |-in. sieve,® 
mix, divide by quartering to about 200 
g., and treat as described in Para- 
graph {a). 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-17 on Naval Stores. 

* Prior to adoption as standard, this method was pub- 
lished as tentative from 1927 to 1930, Editorially revised 
and rearranged in 1939. 

» Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11), which appears in this pub- 
lication, see Contents in Numeric Sequence of A,S.T.M. 
Designations at front of book. 


Procedure 

3. Place 50 g. of the freshly-powdered 
sample in a 300-mL beaker, add 150 ml. 
of toluene, free from water and non- 
volatile residue, and dissolve the sample 
with the aid of heat and occasional 
shaking. When solution is apparently 
complete (no particles of rosin visible), 
filter at once through a 25-mL porcelain 
Gooch crucible which has been previ- 
ously prepared with a mat of pure 
well-washed asbestos (such as is used for 
the determination of barium sulfate), 
and which has been finally washed 
thoroughly with toluene, dry at 105 to 
110 C. for 30 min., cool in a desiccator, 
and weigh. If the rosin filtrate is not 
clear, return it through the Gooch 
crucible until it is clear, finally washing 
the residue and the outside of the 
crucible free from rosin with additional 
hot toluene. Dry the crucible and 
contents to constant weight at 105 to 
110 C. (1 hr. usually suffices), cool in a 
desiccator, weigh, and calculate the 
percentage of solid matter insoluble in 
toluene. 
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AMERICAN STANDARD 

BY THE AMERICAN STANDARDS ASSOCIATION 
. . ASA NO.: A2.1-1942' , I 
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Standard Methods of 

FIRE TESTS OF BUILDING CONSTRUCTION AND \ 

MATERIALS^ ; 


A.S,T.M, Designation: E 119 -41 
{Formerly Designated C 19-' 41) 

Adopted, 1933; Revised 1941.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 119; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


The performance of walls, columns, floors, and other building members 
under fire exposure conditions is an item of major importance in securing con- 
structions that are safe, and that are not a menace to neighboring structures 
nor to the public. Recognition of this is registered in the codes of many au- 
thorities, municipal and other. It is important to secure balance of the many 
units in a single building, and of buildings of like character and use in a com- 
munity; and also to promote uniformity in requirements of various authorities 
throughout the country. To do this it is necessary that the fire-resistive 
properties of materials and assemblies be measured and specified according to a 
common standard expressed in terms that are applicable alike to a wide 
variety of materials, situations, and conditions of exposure. 

Such a standard is found in the methods that follow. They prescribe a 
standard exposing fire of controlled extent and severity. Performance is de- 
fined as the period of resistance to standard exposure elapsing before the first 
critical point in behavior is observed. Results are reported in units in which 
field exposures can be judged and expressed. 

The methods may be cited as the ^'Standard Fire Tests, and the perform- 
ance or exposure shall be expressed as “2-hr.,’* “6-hr.,” ‘‘§-hr.,” etc. 

When a factor of safety exceeding that inherent in the test conditions is 
desired, a proportional increase should be made in the specified time-classifica- 
... tion period. ,, 

Classifications of assemblies involving combustibles in such kind or quan- 
tity or so contained as to bum freely during the exposure to the test fire, or 
continue flaming or ignite after the furnace fire is shut off, shall be designated 
by the term ^^combustible” after the period assigned. 

^ Under the star^dardization procedure of the Society, these methods are under the jurisdiction of the A.S.T.M. 
Committee E-5 on Fire Tests of Materials and Construction. 

These methods, of which the present standard represents a revision, were prepared by Sectional Committee A2 on 
Fire Tests of Materials and Construction, under the joint sponsorship of the National Bureau of Standards, 
the A.S.A. Fire Protection Group, and the American Society for Testing Materials, functioning under the 
procedure of the American Standards Association. 

* Prior to their present adoption as standard, these methods were published as tentative from 1917 to 1918, 
being revised in 1918, They were adopted in 1918, but withdrawn and republished as tentative from 1920 to 1933, 
being revised. in 1933. 
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tive Revisions of Standards section at the hack of this hook. 




1204 Fire Tests of Ettilding CoNSTRtrcriON and Materials (E 119 - 41) 


I 


'Scope 

1. (a) These methods of fire tests are 
applicable to assemblies of masonry 
units and to composite assemblies of 
structural materials for buildings, in- 
cluding bearing and other walls and par- 
titions, columns, girders, beams, slabs, 
and composite slab and beam assemblies 
for floors and roofs. They are also 
applicable to other assemblies and struc- 
tural units that constitute permanent 
integral parts of a finished building. 

(b) It is the intent that classifications 
shall register performance during the 
period of exposure and shall not be 
construed as having determined* suit- 
ability for use after fire exposure. 

Control op Fire Tests 
Time-Temperature Curve 

2. The conduct of fire tests of mate- 
rials and construction shall be controlled 
by the standard time-temperature curve 
shown in Fig. 1. The points on the 
curve that determine its character are: 

1000 F. (538 C.) at 5 min. 

1300 F. (704 C.) at 10 min. 

1550 F. (843 C.)... at 30 min. 

1700 F. (927 C.) at 1 hr. 

1850 F. (1010 C.) at 2 hr. 

2000 F. (1093 C.) at 4 hr. 

2300 F. (1260 C.) at 8 hr. or over 

Furnace Temperatures 

3. {a) The temperature fixed by the 
curve shall be deemed to be the average 
temperature obtained from the readings 
of not less than five thermocouples sym- 
metrically disposed and distributed to 
show the temperature near all parts of 
the sample, the thermocouples being en- 
closed in sealed porcelain tubes | in. 
in outside diameter and | in. in wall 
thickness, or, as an alternative in the 
case of base metal thermocouples, en- 
closed in sealed, standard- weight |-in. 
black wrought steel or black wrought 
iron pipe. The exposed length of the 
pyrometer tube and thermocouple in 
the furnace chamber shall be not less 
than 12 in. Other types of protecting 


tubes or pyrometers may be used that, 
under test conditions, give the same 
indications as the above standard within 
the limit of accuracy that applies 
for furnace-temperature measurements. 
For floors and columns, the junction of 
the thermocouples shall be placed 12 in. 
away from the exposed face of the sample 
at the beginning of the test and, during 
the test, shall not touch the sample as a 
result of its deflection. In the case of 
walls and partitions, the thermocouples 
shall be placed 6 in. away from the ex- 
posed face of the sample at the beginning 
of the test, and shall not touch the sam- 
ple during the test, in the event of 
deflection. 



Time, hr. 

Fig. 1. — Time-Temperature Curve. 


(b) The temperatures shall be read at 
intervals not exceeding 5 min. during 
the first hour, and thereafter the 
intervals may be increased to not more 
than 15 min. 

{c) The accuracy of the furnace con- 
trol shall be sueh that the area under the 
time- temperature curve, obtained by 
averaging the results from the pyrom- 
eter readings, is within 10 per cent of the 
corresponding area under the standard 
time-temperature curve shown in Fig. 1 
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for fire tests of 1 hr. or less duration, 
within 7;S per cent for those' over 1 hr. 
and not more than 2" hr., and within 

5 per cent for tests exceeding 2 hr. in 
duration. 

Temperattires of Unexposed Surfaces of 

. Floors, Walls, and Partitions 

4. (a) Temperatures at unexposed 
surfaces shall be measured with thermo- 
couples or thermometers^ placed under 
flexible, oven-dry, felted asbestos pads 

6 in. square, 0.4 in. in thickness, and 
weighing not less than 1.0 nor more 
than 1 .4 lb. per sq. ft. The pads shall 
be sufficiently soft so that, without 
breaking, they may be shaped to contact 
over the whole surface against which 
they are placed. The wire leads of the 
thermocouple or the stem of the ther- 
mometer shall have an immersion under 
the pad and be in contact with the 
unexposed surface for not less than 3| 
in. The hot junction of the thermo- 
couple or the bulb of the thermometer 
shall be placed approximately under the 
center of the pad. The outside diameter 
of protecting or insulating tubes, and of 
thermometer stems, shall be not more 
than ^ in. The pad shall be held 
firmly against the surface, and shall fit 
closely about the thermocouples or 
thermometer stems Thermometers 
shall be of the partial-immersion type, 
with a length of stem, between the end 
of the bulb and the immersion mark, 
of 3 in. The wires for the thermo- 
couple in the length covered by the pad 
shall be not heavier than No. 18 B. & S. 
gage (0.04 in.) and shall be electrically 
insulated with heat-resistant and mois- 
ture-resistant coatings. 

(b) Temperature readings shall be 
taken at not less than five points on the 
surface, one of which shall be approxi- 
mately at the center, and four at 
approximately the centers of the quarter 

3 Under certain conditions it may be unsafe or im- 
practicable to use thefmometers. 


sections. If additional points are used 
they shall be symmetrically disposed 
about the center, with no location nearer 
than If times the thickness of the 
construction, or nearer than 12 in., to 
the edges. None shall be located oppo- 
site or on top of beams, girders, 
pilasters, or other structural members. 

(c) Temperature readings shall be 
taken at intervals not exceeding 15 
min. until a reading exceeding 212 F. 
(100 C.) has been obtained at any one 
point. Thereafter the readings may 
be taken more frequently at the discre- 
tion of the testing body, but the intervals 
need not be less than 5 min. 

(d) Where the conditions of accept- 
ance place a limitation on the rise of 
temperature of the unexposed surface, 
the temperature end point of the fire 
endurance period shall be determined 
by the average of the measurements 
taken at individual points; except that 
if a temperature rise 30 per cent in 
excess of the specified limit occurs at 
any one of these points, the remainder 
shall be ignored and the fire endurance 
period judged as ended. 

Classification as Determined by 
Test 

Report of Results 

5. Results shall be reported in accord- 
ance with the performance in the tests 
prescribed in these specifications. They 
shall be expressed in time periods of 
resistance, as for example 4-hr., f-hr., 
etc. 

Test Structures 

Test Structures 

6. (a) The test structure may be 
located at any place where all the 
necessary facilities for properly con- 
ducting the test are provided. 

(b) Entire freedom is left to each 
investigator in the design of the test 
structure and the nature and use of fuel, 
provided the test requirements are met. 
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■ Test' Sample ■ indicated in tlie fire endurance test, of 


Test Samiile ' ' 

7. (a) The test sample shall be truly 
representative of the construction for 
which classification is desired, as to 
materials, workmanship, and details 
such as dimensions of parts, and shall be 
built under conditions representative 
of those obtaining as practically applied 
in building construction and operation. 
The physical properties of the materials 
■ and ingredients used in the test sample 
shall be determined and recorded. 

(6) The size and dimensions of the 
test sample specified herein are intended 
to apply for rating constructions of di- 
mensions within the usual general range 
employed in buildings. If the condi- 
tions of use limit the construction 
to smaller dimensions, a proportionate 
reduction may be made in the dimen- 
sions of the samples for a test qualifying 
them for such restricted use. 

Conduct oe Fire Tests 
Fire Endurance Test 

8. The fire endurance test on the 
sample with its applied load, if any, 
shall be continued until failure occurs, 
or until it has withstood the test condi- 
tions for a period equal to that herein 
specified in the conditions of acceptance 
for the given type of construction. 

Hose Stream Test 

9. (a) Where required by the condi- 
tions of acceptance, a duplicate sample 
shall be subjected to a fire exposure test 
for a period equal to one half of that 
indicated as the resistance period in the 
fire endurance test, but not for more 
than 1 hr., immediately after which 
the sample shall be subjected to the 
impact, erosion, and cooling effects of a 
hose stream directed first at the middle 
and then at all parts of the exposed face, 
changes in direction being made slowly. 

(J) Exemption. — The hose stream test 
shall not be required in the case of 
constructions having a resistance period, 


less than 1 hr. 

(t:) Optional Program — Tlxt submitter 
may elect, with the advice and consent 
of the testing body, to have the hose 
stream test made on the sample subjected 
to the fire endurance test and imme- 
diately following the expiration of the 
fire endurance test. 

{d) Stream Equipment and Details.— 
The stream shall be delivered through 
2|-in. hose discharging through a Na- 
tional Standard Playpipe of corre- 
sponding size equipped with a l|-in. 
discharge tip of the standard-taper 
smooth-bore pattern without shoulder 
at the orifice. The water pressure and 
duration of application shall be as 
prescribed in Table I. 


table I. 


Resistance Period 

Water 
Pressure 
at Base of 
Nozzle, 
pa. 

Duration 

of 

Application, 
min. per 
100 sq. ft. 
exposed 
area 

8 Lr. and over 

45 

6 

4 hr. and over if less than 8 hr.. . 

45 

S 

2 hr. and over if less than 4 hr. . . 

30 

2V% 

hr. and over if less than 2 hr. 

30 

1% 

1 hr. and over if less than U hr.. 

30 

1 


{e) Nozzle Distance— Th.% nozzle ori- 
fice shall be 20 ft. from the center 
of the exposed surface of the test sam- 
ple if the nozzle is so located that 
when directed at the center its axis 
is normal to the surface of the test 
sample. If otherwise located, its dis- 
tance from the center shall be less than 
20 ft. by an amount equal to 1 ft. for 
each 10 deg, of deviation from the 
normal. 

Time of Testing 

10. The material or construction shall 
not be tested until a large proportion of 
its final strength has been attained, and, 
if it contains free water, until the excess 
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has been given off; this will usually 
require about 30 days time under 
favorable drying conditions. Artificial 
drying at temperatures not injurious to 
the material or construction to be tested 
may be used. 

«® 

'Tests 'OT Bearing Walls and' 
Partitions 

Size of Sample 

11. The area exposed to fire shall be 
not less than 100 sq. ft., with neither 
dimension less than 9 ft. The test 
specimen shall not be restrained on its 
vertical edges. 

Loading 

12. During the fire endurance and 
fire and hose stream tests the construc- 
tion shall be loaded in a manner calcu- 
lated to develop theoretically, as nearly 
as practicable, the working stresses 
contemplated by the design. 

Conditions of Acceptance 

13. The test shall not be regarded as 
successful unless the following conditions 
are met: 

(a) The wall or partition shall have 
sustained the applied load during the 
fire endurance test without passage of 
flame or gases hot enough to ignite 
cotton waste, for a period equal to that 
for which classification is desired. 

(b) The wall or partition shall have 
sustained the applied load during the 
fire and hose stream test as specified in 
Section 9, without passage of flame, of 
gases hot enough to ignite cotton waste, 
or of the hose stream, and after cooling 
but within 72 hr. after its completion 
shall sustain a total load equal to the 
dead load plus twice the superimposed 
load specified above. 

(c) Transmission of heat through the 
wall or partition during the fire endur- 
ance test shall not have been such as to 


raise the temperature on its unexposed 
surface more than 250 F. (139 C.) above 
its initial temperature. 

Tests of Nonbearing Walls and 
Partitions 

Size of Sample 

14. The area exposed to fire shall be 
not less than 100 sq. ft., with neither 
dimension less than 9 ft. The test 
specimen shall be restrained on all four 
edges. 

Conditions of Acceptance 

15. The test shall not be regarded as 
successful unless the following condi- 
tions are met: 

(a) The wall or partition shall have 
withstood the fixe endurance test with- 
out passage of flame or gases hot enough 
to ignite cotton waste, for a period equal 
to that for which classification is desired. 

(b) The wall or partition shall have 
withstood the fire and hose stream test 
as specified in Section 9, without passage 
of flame, of gases hot enough to ignite 
cotton waste, or of the hose stream. 

(c) Transmission of heat through the 
wall or partition during the fire endur- 
ance test shall not have been such as to 
raise the temperature on its unexposed 
surface more than 250 F. (139 C.) above 
its initial temperature. 

Tests of Columns 
Size of Sample 

16. The length of the column exposed 
to fire shall, when practicable, approxi- 
mate the maximum clear length con- 
templated by the design, and for build- 
ing columns shall be not less than 9 ft. 
The contemplated details of connections, 
and their protection if any, shall be 
applied according to the methods of 
acceptable field practice. 
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Loading 

17. (a) During tlie fire endurance test 
the column shall be exposed to fire on all 
sides and shall be loaded in a manner 
calculated to develop theoretically, as 
nearly as practicable, the working 
stresses contemplated by the design. 
Provision shall be made for transmitting 
the load to the exposed portion of the 
column without unduly increasing the 
effective column length. 

{b) If the submitter and the testing 
body jointly so decide, the column may 
be subjected to If times its designed 
working load before the fire endurance 
test is undertaken. The fact that such 
a test has been made shall not be con- 
strued as having had a deleterious effect 
on the fire endurance test performance. 

Condition of Acceptance 

18. The test shall not be regarded 
as successful unless the column shall 
have sustained the applied load during 
the fire endurance test for a period equal 
to that for which classification is desired. 

Tests of Floors and Roofs 

(The following contemplates application of 
fire exposure to the under side of constructions.) 

Size of Sample 

19. The area exposed to fire shall be 
not less than 180 sq. ft., with neither 
dimension less than 12 ft. Beams or 
girders, if a part of the construction 
under test, shall lie within the combus- 
tion chamber and have a clearance of 
not less than 8 in. from its wails. 

Loading 

20. During the fire endurance and fiire 
and hose stream tests the construction 
shall be loaded in a manner calculated 
to develop theoretically, as nearly as 
practicable, the working stresses in each 
member contemplated by the design. 


Conditions of Acceptance ^ 

21. The test shall not be regarded as 
successful unless ■ the following condi- 
tions are met: 

(a) The construction shall have sus- 
tained the applied load during the fire 
endurance test without passage of flame 
or gases hot enough to ignite cotton 
waste, for a period equal to that for 
which classification is desired. 

(J) The construction shall have sus- 
tained the applied load during the fire 
and hose stream test as specified in 
Section 9, without passage of flame, of 
gases hot enough to ignite cotton waste, 
or of the hose stream, and, after cooling 
but within 72 hr. after its completion, 
shall sustain a total load equal to the 
dead load plus twice the superimposed 
load specified above. 

(£;) Transmission of heat through the 
construction during the fire endurance 
test shall not have been such as to raise 
the temperature on its unexposed surface 
more than 250 F. (139 C.) above its 
initial temperature. 

Tests of Protection for Combustible 

Framing, or for Combustible 
Facings on the Unexposed 
Side of Walls, Parti- 
tions, and Floors 

Character of Sample 

22. Test panels carrying wall, parti- 
tion, or floor protection shall be finished 
with the protections which are the sub- 
ject of the test, except that where the 
finish on the unexposed side is not the 
subject of the test and is not specifically 
indicated, the testing authority shall 
apply a finish judged suitable for the 
purpose. In case a floor construction, 
as installed for actual use, is to have no 
finish on the unexposed side, it shall be 
so tested. 
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Sizedf Sample. 

23. The area exposed to fire shall be, 
for tests of wall and partition protection, 
not less than Too sq. ft. with neither 
dimension less than 9 ft.; for tests of 
floor protection, not less than 180 sq. ft. 
with neither dimension less than 12 ft. 

Conditions of Acceptance 

24. The test shall not be regarded as 
successful unless the following conditions 
are met: 

(a) The protection siiall have with- 
stood the fire endurance test, without 


ignition of the materials protected, for a 
period equal to thatTor which classifica-, 

tion is desired. 

(b) Transmission of heat through the 
protection during the fire endurance test 
shall not have been such as to raise the 
temperatures at its contact with the 
protected structural members or facings 
of the test panel more than 250 F, 
(139 C.) above the initial temperatures 
at these points, except that for members 
closely embedded on three sides in 
masonry, concrete, or other incombusti- 
ble materials the permissible tempera- 
ture rise may be 325 F. (181 C.). 
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Scope 

1. (a) These methods of fire test are 
applicable to door assemblies, of various 
materials and of various types of con- 
struction, for installation as waU open- 
ing protectives to serve against the 
passage of fire, heat, fumes, or smoke.® 

(6) It is the intent that classifications 
shall register performance during the 
period of exposure and shall not be 
construed as having determined suit- 
ability for use after exposure to either 
fire, or fire and hose stream. 

(c) These methods do not establish 
ratings, or standards of performance for 
different uses, as these depend upon 
service requirements and are under the 
control of various regulatory bodies. 

Control of Fire Tests 

Time-Temperature Curve 

2. The conduct of fire tests of mate- 
rials and construction shall be con- 
trolled by the standard time-tempera- 

1 Under fhe standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S-T.M. 
Committee E-5 on Fire Tests of Materials and Con- 
struction, 

2 Prior to adoption as standard, these methods were 
published as tentative from 1940 to 1941. 

8 The committee is giving consideration to the subject 
of smoke generation and the creation and spread of dan- 
gerous fumes, which upon completion will result in sub- 
sequent revision of these methods. 


ture curve shown in Fig. 1. The points 
on the curve that determine its 
character are: 

1000 F. ( 538C.) at 5 min. 

1300 F. ( 704 C.) . . at 10 min. 

1550 F. ( 843 C.) at 30 min. 

1700 F. ( 927 C.) ....... . . at 1 hr. 

1850 F. (1010 C.) at 2 hr. 

2000 F. (1093 C.) at 4 hr. 

2300 F. (1260 C.) at 8 hr. or over 

Furnace Temperatures 

3. (a) The temperature fixed by the 
curve shall be deemed to be the average 
temperature obtained from the readings 
of not less than five thermocouples 
symmetrically disposed and distributed 
to show the temperature near all parts 
of the test assembly, the thermocouples 
being enclosed in sealed porcelain tubes 
I in. in outside diameter and | in. in 
wall thickness, or, in the case of base 
metal thermocouples, enclosed in sealed, 
standard-weight |-in. wrought steel pipe. 
The exposed length of the pyrometer 
tube and couple in the furnace chamber 
shaU be not less than 12 in. Other 
typ^s of protecting tubes or pyrometers 
may be used that, under test conditions, 
give the same indications as the above 
standard within the limit of accuracy 
that applies for furnace-temperature 
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measurements. The junction • of the 
thermocouples shall be placed 4 to 6 in. 
,away from the exposed face' of the test 
assembly at the beginning of the test, 
and during the test shall not touch the 
assembly as a result of its deflection. 

(b) The temperatures shall be read 
at intervals not exceeding 5 min. during 
the first hour, and thereafter at intervals 
not exceeding 15 min. 

(c) The accuracy of the furnace con- 
trol shall be such that the area under 
the time-temperature curve, obtained 
by averaging the results from the 
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Time, hr. 

Fig, 1. — Time-Temperature Curve. 

pyrometer readings, is within 10 per 
cent of the corresponding area under 
the standard time-temperature curve 
shown in Fig. 1 for fire tests of 1 hr. or 
less duration, within 7.5 per cent for 
those over 1 hr, and not more than 2 
hr., and within 5 per cent for tests 
exceeding 2 hr. in duration. 

Temperature of Unexposed Surfaces 
of Boors : 

4. (a) Temperatures at unexposed 
surfaces shall be measured with thermo- 
couples or thermometers placed under 


flexible, oven-dry, felted asbestos pads 
6 in.' square, 0.4 in. in thickness, and 
weighing not less than 1.0 nor more 
than 1.4 lb. per sq. ft. The pads shall 
be sufficiently' soft that, without 
breaking, they may be shaped to con- 
tact over the whole surface against 
which they are placed. The wire leads 
of the thermocouple or the stem of the 
thermometer shall have an immersion 
under the pad and be in contact with 
the unexposed surface for not less than 
3| in. The hot junction of the thermo- 
couple or the bulb of the thermometer 
shall be placed approximately under 
the center of the pad. The outside 
diameter of protecting or insulating 
tubes, and of thermometer stems, shall 
be not more than in. The pad shall 
be held firmly against the surface, and 
shall fit closely about the thermo- 
couples or thermometer stems. Ther- 
mometers shall be of the partial-immer- 
sion t3rpe, with a length of stem, between 
the end of the bulb and the immersion 
mark, of 3 in. The wires of the thermo- 
couple in the length covered by the pad 
shall be not heavier than No. 18 B, & S. 
gage (0.04 in.) and shall be electrically 
insulated with heat-resistant and mois- 
ture-resistant coatings. 

(b) Temperature readings shall be 
taken at not less than three points, one 
located at the middle of the unexposed 
surface of the test assembly and one each 
at the mid-points of the upper and lower 
halves of the assembly. If the con- 
struction is not uniform, or if, in the 
opinion of the testing authority, tem- 
perature measurements at other loca- 
tions are necessary to give a true 
indication of performance, the thermo- 
couples shall be symmetrically disposed 
to give results representative of the 
different constructions, and preferably 
with no location nearer than 12 in. to 
the edges of the test assembly. 
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■ '(c) Temperature readings on the un- - Size of Test AssemMy 


exposed surfaces shall be taken at the 
'same intervals as specified for furnace 
temperatures. 

{(i) If a temperature end point of the 
rating period is specified, it shall be 
determined by the average of the meas- 
urements taken at individual points 
representing the least resistant con- 
struction; except that if a temperature 
rise 30 per cent in excess of the limit 
established by the regulatory body for 
whom the test is made occurs at any 
one of these points, the remainder shall 
be ignored and the fire endurance 
period judged as ended. 

Note. — ^A t the discretion of the testing au- 
thority, additional temperature measurements 
may be taken on, or near the unexposed surface. 

Test Structures 
Test Structures 

5. (a) The test structure may be 
located at any place where all the 
necessary facilities for properly con- 
ducting the test are provided. 

(b) Entire freedom is left to each 
testing authority in the design and 
location of the test structure and the 
nature and use of fuel, provided the 
test requirements are met. 

Test Assemblies 
Test Assemblies 

6. (a) The test assembly shall be 
truly representative as to material, 
details (installation, hardware trim, and 
finish), and workmanship of the con- 
struction for which classification is 
desired. A record of materials and 
construction details, adequate for identi- 
fication, shall be made. 

(b) The test assembly shall consist of 
the door or doors, together with the 
necessary framing and appurtenances, 
installed in a single opening on one or 
both sides of a common wall. 


7. The classification or rating derived 
from the test assembly shall be con- 
sidered to apply ^ to doors of similar 
design and construction, smaller' in 
dimension and in area, or whose area 
does not exceed that of the test assembly 
by more than 25 per cent. 

Mounting of Test Assembly 

8 . (a) Swinging doors shall be 
mounted so as to open into the furnace 
chamber. Sliding and rolling doors, 
unless of the flush-mounted type, shall 
be mounted on the fire side of the wall. 
Clearances of swinging doors of hollow 
metal or kalamein types shall conform 
to good practice,^ but shall not be less 
than ^ in. between the door and hinge 
and lock jambs, - 5 ^ in. at the top, and 
" 3 ^ in. at the bottom. 

(b) Minimum clearances for swinging 
wood doors shall be in. at the sides 
and top, and in. at the bottom. 

(c) If special tightness against the 
passage of smoke is desired, or if other 
clearances are used for any reason, the 
actual clearances shall be reported in 
the classification of the test assembly. 

(d) Sliding and rolling doors of any 
type shall fit well against wall surfaces 
or in guides, but retaining methods shall 
allow free and easy movement of the 
door from any position. 

Conduct oe Fire Tests 
Fire Test 

9. (a) During the fire test the pres- 
sure within the furnace shall be main- 
tained as nearly equal to the outside 
atmospheric pressure as possible. , 

(5) The fire test on the test assembly 
shall be continued until failure occurs, 
or the limit of resistance specified by 
the submitter has been met. 

■* Hollow Metal Single-Acting Swing Doors, Frames, 
and Trim, Dept, of Commerce Simplified Practice Recom- 
mendation R82 and Kalamein Single- Ac »in|5 Swing 
Doors, Frames, and Trim, Dept, of Commerce Simplified 
Practice Recommendation R83-28. 
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Hose Stream . Test . ' 

10. (^i) 'Unless the optional program 
of the following Paragraph' (c) is speci- 
fied, a duplicate test assembly shall be 
subjected tO'a fire exposure test for a 
period equal to one half of the fire 
resistance period in the fire endurance 
test, but not for more than 1 hr., imme- 
diately after which the test assembly 
shall be subjected to the impact, erosion, 
and cooling effects of a hose stream 
directed first at the middle and then at 
all parts of the exposed face, changes in 
direction being made slowly, 

{b) Exemption,— Tht hose stream test 
shall not be required in the case of the 
opening protective having a resistance 
period, indicated in the fire resistance 
test, of less than 1 hr. 

{c) Optional Program, — When the test 
assembly is tested for a desired time 
limit of fire resistance, the submitter 
may elect, with the advice and consent 
of the testing authority, to have the hose 
stream test made on the assembly 
subjected to the fire resistance test and 
immediately following the expiration of 
the fire resistance test. 

{d) Stream Equipment and Details , — 
The stream shall be delivered through 
2|--in. hose discharging through a Na- 
tional Standard Playpipe of correspond- 
ing size equipped with a 1 |-in. discharge 
tip of the standard-taper smooth-bore 
pattern without shoulder at the orifice. 
The water pressure and duration of 
application shall be as prescribed in 
Table L 


TABLE I. 


Resistance Period 

Water 
, Pressure 
at Base of 
Nozzle, 
psi. 

Duration of 
Application, 
min. per 
100 sq . ft. 
exposed 
area" 

4 hr. and over 

45 

5 

2 hr. and over, if less than 4 hr.. 

30 

2}4 

1 hr. and over, if less than 2 hr.. 

30 

m 

Less than 1 hr. (if desired) 

30 

1 


^ ® A 1-min. application of the hose stream shall be the 
minimum. 


{e) Nozzle Dw/awe. -—The nozzle ori- 
fice shall be 20 ft. from the center of the 
exposed surface of the test assembly il 
the nozzle is so located that when 
directed at the center its axis is normal 
to the surface of the test assembly. If 
otherwise located, its distance from the 
center shall be less than 20 ft. by an 
amount equal to 1 ft. for each 10 deg. of 
deviation from thfe normal. 

Time of Testing 

11. Masonry settings shall be allowed 
to dry for at least 3 days before tests 
are made. 

Conditions of Acceptance 
Heat Insulation 

12. The testing authority shall record 
and include in the test report, the tem- 
perature measurements taken within 
the furnace and on the unexposed side 
of the test assembly as, specified in 
Sections 3 (a) and (Z?), and 4 (a) to (d). 
Observations of features of the test 
having a bearing upon the performance 
of the test assembly shall also be made 
a part of the report, including passage 
or production of fumes and smoke. 

Fire Resistance 

13. The fire resistance test shall not 
be regarded as successful unless the 
following conditions are met: 

(a) The test assembly shall have 
remained securely in the opening during 
the fire exposure period and, if required ^ 
during the hose stream test. When the 
test assembly comprises two doors 
located one on each face of a common 
wall, the test conditions are met when 
the door on the unexposed side remains 
securely in the opening, irrespective of 
the condition of the door on the fire 
side. 

(b) The test assembly shall have 
withstood the fire endurance and hose 
stream test, except that small portions 
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of glass dislodged by the hose stream ances at the : outside or meetiiig 
shall not be considered a weakness, edges. 

without developing openings anywhere (c) If a transmitted temperature end 
through the assembly, or openings point is specified, it shall be considered 
markedly in excess of the initial clear- as a condition of acceptance. 



Standard Method of Test for 

COMBUSTIBLE PROPERTIES OF TREATED WOOD BY THE 

CRIB TEST METHOD! 


A.S.T.M. Designation: E 160-46 

{Formerly Designated C 160) 

Adopted, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 160; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Scope A wire frame (see Fig. 1) suitable for 

1. This method covers a crib-test pro- f the specimen stacked in the 

cedure for fire tests for combustible ° ^ ^ stand 6 m. 

properties of wood treated to reduce “ mside_ diameter. The wire frame 
flammability. The test relates to prop- consist of four vertical wires, with 

erties of treated wood as such, rather 2 m. to form a cage 

than to the performance of a fabrication ^th square sections, held m position at 
used as an element of construction, the top by transverse wires on each side, 
Performance under this test shall be as provided with transverse wires near 

prescribed in requirements applicable to bottom which serve as spacers and 

materials intended for specific uses. supports for the specmen. All wne 

used m the frame shali be steel wire 
Apparatus | in. in diameter and connections shall 

2. The apparatus shall consist of the be made by welding. Dimensions of 

following: the wire frame and the manner in which 

(a) Test Chamber, — test chamber it is supported on the ring stand shall be 
which may be either a room free from as shown in Fig. 1. The frame shall be 
noticeable drafts, or a fume hood. If vertical and the hooks at the ends of the 
a fume hood is used, the ventilation shall supporting arms made so that the frame 
be such as to cause a minimum move- will automatically be centered for any 
ment of air to remove the smoke or gases, placement, with a minimum clearance 

{b)Wire Frame and Ring Stand— to permit removal from the ring. These 

^ Under the standardization procedure of the Society, hookS SerVC aS a Self-Centermg deviCe. 

this method is under the jurisdiction of the A.S.T.M. A MAlriar KnrnAr witb 

Commjttee E-5 on Fire Tests of Materials and Con- W 'A IVieKer DUmer WilH 

2 Prior to adoption as standard, this method was pub- perforated grid 2 in. in diameter. 

1946 W) TUme Shield— k flame shield 
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(Fig. 2) for calibrating and checking the 
burner flame. The shield shall consist 
of a cylindrical section, 8 in, in diameter 
and 12 in, in height, and a conical top 
with an opening 2| in. in diameter, 
A No, 18"gage chromel-alumel thermo- 
couple shall be mounted with its junction 
I in. over the center of the top opening 
of the shield, for calibration of the 
burner flame. The shield shall be 
made of No. 24-gage sheet iron and 
shall be supported so that when the 
burner is placed directly under the 
center of the shield, the distance from 



the top of the burner grid to the thermo- 
couple is 17 in. (see Fig, 2). 

(e) Balance,— K balance accurate at 
least to 0.1 g. and provided with a suit- 
able scale pan. 

if) Timer , — A timing device record- 
ing minutes and seconds. 

ig) Oven , — A thermostatically-con- 

trolled drying oven. 

{h) Meter , — A potentiometer or milli- 
voltmeter for indicating thermocouple 
emf. or temperature. 

Sampling and Test Specimens ' 

3. For interior trim or other lumber 


requiring ■ penetration of treating ■ ^ solu- 
tion throughout the section but not for 
wood given incomplete penetration, the 
specimens shall be' prepared as, follows:; 

■ (a) One sample shall be taken from 
the lot for each 5000 bd. ft. or frac- 
tion thereof. Diffe,rent species, .-and 
pieces of the same species with widely dif- 
ferent thicknesses, shall be considered as 
separate lots and sampled accordingly. 
Each sample shall consist of a number of 
individual pieces selected so as to include 



material from different sections of a 
finished unit or different lengths of 
finished trim, or to include variations 
such as rate of growth, density, and 
other visible nonuniformities. Samples 
shall be cut not closer than 2 ft. from 
the ends of treated boards. 

ih) The crib test specimen cut from 
the selected sample shall consist of 
24 pieces | by | in. in cross-section and 
3 in, in length, with surfaces smooth- 
sawed to dimensions within plus or 
minus ^ in. The specimen shall be rep- 




■ ^ Test eoe Combustible ; Proberties' 

resentative of the entire cross-section of' 
the sample. 

• (c) For samples taken from boards 
having thicknesses ranging from | to 
Ij in., the: composite specimen shall be 
prepared ; by cutting parallel J by i-in. 
■pieces', longitudinally from .one or both 
faces across the full width of the board. 
For samples taken from.trun of small 
sectional area, the specimen pieces will 
ordinarily be suitable as cut by any 
convenient sawing operation. 

(d) For material of greater thickness, 
pieces shall be cut from one face and the 
center of the section, across the full 
width. 

(e) When the material to be tested is 
less than I in. in thickness, the specimen 
pieces may be built up in laminated form 
with plies of approximately equal thick- 
ness, The plies shall be dressed smooth 
and assembled by nailing with |-m. 
steel wire brads (No. 20 B.w.g., 0.035-in. 
nominal thickness) driven obliquely, 
spaced 1 in, apart, and symmetrically 
located on the S-in. length. The lami- 
nated pieces should preferably be pre- 
pared in longer lengths and greater 
width to permit of cutting to ,the 
final specimen dimensions with smooth- 
sawed faces on the laminated edges. 
The weight of nails used shall be recorded 
for correction of the weight of specimen, 

(/) A composite specimen prepared 
from more than one sample piece shall 
be taken so as to be representative of the 
average quality of the materials to be 
tested. 

Conditioning of Test Specimens 

4. (a) The moisture content of the 
specimen when tested shall be 7 ± 3 per 
cent by weight of dry material. The 
moisture determination .shall be made .on 
a specimen approximately | in. in thick- 
ness cut transversely at an intermediate 
section of the sample, or on a moisture 


OP. Treated , Wood . (E 160 - 46) 1217 ■ ., 

test specimen consisting of . 'at least four 
additional | by -f by 3-i.ii. ':piec'e s of The ., 
.prepared test specimen. The moisture 
test specimen shall be' weighed, to d.l g. or 
less and dried for 24 hr. at 212 i 3 F. 
(iOO dr 1.7 C.) The' weight of the - test . 
specimen shall be recorded at the time of 
weighing the moisture test specimen. If 
the moisture content exceeds 10 per cent, 
the sample or prepared specimen shall 
be conditioned by drying at tempera- 
tures not exceeding 150 F. (65 C.) until 
the moisture content is within the pre- 
scribed limits. Low moisture content 
can be increased by storage in air on a 
screen over a pan of water. If not tested 
immediately, the specimen shall be 
stored, after conditioning, in such a 
manner as to prevent absorption or loss 
of water. 

(b) The weight to which the sample 
must be conditioned to contain 7 per 
cent moisture shall be calculated as 
follows: 

1.07 

where: 

Wt == desired weight of sample con- 
taining 7 per cent moisture at 
time of test, 

Wo = original weight of sample before 
conditioning, and 

X = moisture content of sample. 

Note: Exa?nple. — If X=*15 per cent, the 
sample would be dried to a weight of 0.93 Wo 
to contain 7 per cent moisture. 

Procedure 

5. (a) The specimen pieces shall be 
placed in the wire frame in 12 tiers of 
two pieces each, 1 in. apart, with the 
pieces in each tier placed perpendicular 
to those in the tier below, thus forming a 
crib (see Fig. 3). The pieces shall be 
taken from the composite specimen at 
random and stacked without regard for 
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origmal position in tEe sample, unless directly over the grid without forming 


otherwise specified. The first tier shall 
be placed on the lower wires of the frame. 
The first three tiers will then be sup- 
ported by ' wires and the remaining nine 
tiers built up. The spacing of the 
pieces shall be duplicated by placing 
each piece in contact with the vertical 
wires of the frame, permitting approxi- 
mately equal overhang at the ends as 
determined by visual inspection. The 


24 Pieces 



frame with the stacked crib in place 
shall be centered on the ring stand. If 
tests are made in an open room, the 
flame shield shall be placed around the 
specimen during the test. If tests are 
made in a fume hood with draft con- 
trolled as specified in Section 2 (a), 
the shield need not be in place around 
the specimen during the test. 

(6) The Meker burner shall be ad- 
justed to produce a blue flame 10 d= | in. 
in height. The air adjustment of the 
burner shall be set to produce indi- 
vidual blue jets about | in. in height 


a- common inner cone and without causing 
the grid to glow. With the burner placed 
under the center of the shield (Fig. 2), 
the flame shall be regulated to pro- 
duce a temperature of 6Q0 ± 15 F. 
(315 8 C.) at the top opening. Cali- 

brations under the shield will afford a 
convenient check on the flame adjust- 
ment between successive tests. Fluc- 
tuations in gas pressure shall be deter- 
mined by the use of a manometer 
suitably connected to the gas supply, and 
the pressure regulated to maintain a 
uniform supply to the burner. A gas- 
pressure regulator is desirable. 

(c) The burner, with calibrated flame, 
shall be placed directly below the center 
of the crib. To avoid unnecessary 
centering adjustments, it will be con- 
venient to attach the legs of the ring 
stand permanently to the work bench 
and provide a receptacle or guides for 
the burner to insure quick and accurate 
placement. The top of the burner grid 
shall be in. below the bottom of the 
lower tier of pieces in the specimen (see 
Fig. 3). The flame shall be applied for 
3 ihin., after which it shall be removed 
by withdrawing the burner. 

{d) The specimen shall not be dis- 
turbed until all flaming and glowing has 
ceased. After glowing has ceased, the 
specimen, including any pieces that may 
have fallen, shall be transferred to the 
scale pan of a balance and weighed.^ 
Original and final weights shall be deter- 
mined to at least the nearest 0.5 g. 
These weights may be determined with 
the specimen in the frame, deducting 
the weight of frame and of nails, if used. 


2 Since some glow, not visible, may persist witbin tbe 
charcoal, the operator shall allow a reasonable time befere 
weighing particularly in the case of poorly treated ma- 
terial. For untreated wood, some charcoal may drop from 
the crib, and a fine-wire, M-in. mesh screen placed on top 
of the ring stand, or a suitable receptacle; may be advisable 
to avoid loss of material. 
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Report 

6. Tlie original and final weights, and 
the moisture content of the specimen 
shall be recorded. The loss in weight 
after all flaming' and glowing has ceased 
shall be expressed as a percentage of 
the original weight of the specimen as 


tested.^ ' Duration of continued flaming 
and continued glow after removal of the 
igniting flame shall be recorded. 


* Equipment and procedure for measurement of other 
properties such as rate of weight loss, maximum tem- 
perature, and time of flaming and glowing are given m 
the report on “‘Comparative Fire Tests of Treated and 
Untreated Wood,” prepared by Subcommittee II on Fire 
Tests of Lumber, of Committee C^5, sG&Froceedings, Am. 
Soc. Testing Mats., VoL 41, p. 238 (1941). 
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Sta?idard Specijicatio7ts for 


A.S.T.M. THERMOMETERS^ 



A.S.T.M. Designation: E 1 - 46 

Adopted, 1939; Revised, 1942, 1944, 1946.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 1; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover glass 
thermometers graduated in Centigrade 
or Fahrenheit degrees and frequently 
specified in methods of the American 
Society for Testing Materials. The 
various thermometers covered are listed 
in Table L 

Note. — ^The Tentative Specifications for 
A.S.T.M. Thermometers (A.S.T.M. Designa- 
tion: E 1 - 46 T)® cover other thermometers 
that are intended, when adopted, to be incor- 
porated in this standard. 

Requirements 

2. The individual thermometers shall 
conform to the detailed specifications 
given in Table I and to the general 
requirements specified in Sections 3 
to 11. ' . 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee E-1 on Methods of Testing. 

* These specifications represent a consolidation of the 
requirements for A,S.T.M. thermometers which were pre- 
viously published in individual methods of test issued by 
the American Society for Testing Materials, 
s Seep. 1657. 


Note. — For the purpose of interpreting these 
specifications the following descriptions of terms 

apply: 

The total length is the over-all length of 
the finished instrument. 

The diameter is that measured with a ring 
gage. 

The length of the bulb is the distance from 
the bottom of the bulb to the beginning of 
the enamel backing. 

The top of the thermometer is the top of 
the finished instrument. 

Type 

3. Each thermometer shall be of the 
etched glass stem type unless otherwise 
specified in Table I. 

Stem 

4. The stem shall be made of suitable 
thermometer tubing and shall have a 
plain front and enamel back. 

Bulb 

5. The bulb shall be made of Corning 
normal or equally suitable thermometric 

glass. 

Graduations 

6. All graduation lines, figures, and 
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letters ' shall . be clear-cut. and distinct* 
On, partial immersion, thermometers a 
line of approximately the same length as 
the longest graduation line shall be 
etched on the front of the thermometer 
at the distancembove the bottom of the 
■ bulb as specified in Table I. 

Special Marking 

. 7. The special markings on the ther- 

mometers in the form of an inscription 
as specified in Table I shall be in capital 
letters without the use of periods. In 
addition to the special markings pre- 
scribed in Table I, each thermometer 
shall be marked with a serial number 
and the manufacturer’s name or trade 
mark etched on the stem. 

Scale Error 

8. The error at any point of the scale 
up to the temperature limit prescribed 
in Table I when the thermometer is 
standardized in accordance with Section 


9 shall not exceed the values' prescribed 

in Table I. 

Standardization ' ' ; ^ ' 

9. The thermometer shall be. stand- 
ardized iinm,ersed in the testing bath 
to the top of the mercury colum.n' un- 
less other conditions of immersion are 
prescribed in Table I, and at the tern- ' 
peratures prescribed in Table I. ' (See 
Explanatory Notes) 

Test for Pennanencj of Range 

10. The test for' permane,ncy of range 
shall be made at the temperature 
prescribed in Table I and under the im- 
mersion conditions specified for the 
thermometer. The accuracy after this 
test shall be within the limit specified. 

Case 

11. The thermometer shall be sup- 
plied in a suitable case on which shall 
appear the marking prescribed in Table I. 


Explanatory Note on Periodic Checking on Changes of Bxtlb Volume 

OF Glass Thermometers 


A mercury in glass thermometer, if properly 
made and used, is an extremely reliable instru- 
ment but small changes in volume of the ther- 
mometer bulb may occur, even though the 
thermometer may have been carefully annealed 
or aged. 

Usually the bulb contracts slowly and as a 
result the thermometer may read higher after it 
has been placed in service than it did originally. 
These changes are more appreciable for short- 
range thermometers graduated in fractional de- 
grees, and the users of such thermometers should 
check such instruments from time to time. 
When first received the thermometers should be 
checked every week or so, later these time inter- 
vals may be lengthened if the changes are not of 
conseq.uence. 

The ice-point method (reading in melting ice 
at 0 C. or 32 F.) has been found to be the most 
convenient and at the same time the most ac- 
curate method for checking changes in bulb 
volume. Other temperatures, such as the boil- 
ing point of water and of other pure substances, 
have been proposed for “fixed points,” but have 


not been found entirely satisfactory owing to the 
difficulties of accurately obtaining these fixed 
temperatures. 

Short-range thermometers graduated in frac- 
tional degrees may or may not be provided with 
an ice point reading if this temperature is not 
included in the given range. This extra point 
can be incorporated in the thermometer, but may 
be omitted for the sake of economy. In the 
case of distillation thermometers intended to be 
inserted in the neck of a flask, the ice-point 
graduation may be undesirable since the con- 
traction chamber bet'ween the ice point and the 
first graduation may contain enough mercury to 
cause uncertain and variable readings. For this 
reason the ice-point graduation, unless it is an 
integral part of the range, is generally omitted 
from the specifications for distillation ther- 
mometers. 

In the absence of the ice point other means 
must be provided for detecting changes In the 
readings, especially if the thermometer is frac- 
tionally graduated. The method most com- 
monly used involves the comparison at one or 
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more temperatures in a well-stirred, properly 
constructed liquid batii of the thermometer to 
be checked against another standardized ther- 
mometer of similar specifications to the test 
thermometer but provided with an ice point. 

Where several thermometers make up a series 
or set for some specific method and these ther- 
mometers do not have ice points, a similar set 
may be provided with ice points, and these 


should, be kept for use as reference standards for 
checking routine test thermometers. 

Detailed instructions for making such com- 
parisons and specifications for suitable test- 
ing apparatus, as well as other data on this 
subject, will be found in the paper by E. F. 
Mueller and R. M. Wilhelm, /‘Methods of Test- 
ing Thermometers,’* Proceedings, Am. Soc. 
Testing Mats., VoL 38, Part I, p. 493 (1938). 


Explanatory Note on Ice' Point Determinations ■ op Glass Thermometers 


Two methods have been in use for deter- 
mining the ice point on thermometers graduated 
fractionally and with an open scale, such as 
those of the Kinematic type. One method re- 
quires that the thermometer remain at approxi- 
mately room temperature for 72 hr. before the 
ice point is taken. The other stipulates that the 
ice point reading be taken immediately or within 
a definitely stated short period after heating to 
the test temperature. Changes in the correction 
of the thermometer may be observed by deter- 
mining the changes in the ice point by either 
method. 

Since it may not be practical to wait until the 
thermometer has rested for three or more days. 


the method as outlined below is' suggested. 
These instructions are given in the form of a 
note which should appear in the table of cor- 
rections for the thermometer. 

Note.— T he tabulated corrections apply 
for the condition of immersion indicated 
provided the ice point reading taken ' after 

heating to ...for not less than three 

minutes is 

If the ice point reading (taken in not 
less than 2 min. and not more than 5 min. 
after removal of the thermometer from the 
heated bath) is found to be higher (or 
lower) than stated, all other readings will 
be higher (or lower) to the same extent. 


(See Table I, pp. 1223 to 1236.) 
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TABLE I.-REQUIREMENTS FOR A.S.T.M. THERMOMETERS. 


Name — .... 

' A.S.T.M. Parti! 

a! Immersion® 

A.S.T.M, Partial Immersion^ 

A.S.T.M. Thermometer.. . 

iC-39 

IF -39 

2C-39,;V 

,V" 2F-39^■: 

Liquid., - ..... 

mercury 

mercury 

mercury . , 

, mercury 

Filling above Liquid ...... 

nitrogen gas 

nitrogen gas 

nitrogen gas 

, nitrogen, gas ' 

Temperature Range. . . . . . 

-20 to 4-150 C. 

0 to 4300 F. 

—5 to 4300 G. 

420 to, .4580 F,. , . 

Subdivisions.... 

1 C. 

2F. 

i C. 

. ■' '2 F. 

Total Length. 

303 to 307 mm. 

379 to 383 mm. ' 

Stem Diameter 

6.Cto7.0mm. 

6.0 to 7.0 mm. 

Bulb Diameter 

S.O to 6.0 mm. 

S.O to 6.0 mm, . 

Bulb Length 

19 to 25 mm. 

10 to IS mm. 

Bottom of Bulb to Gradu- 
ation Line at. 

Distance. 

-18 C. 1 OF. 

90 to 100 mm. j 

OC, 1 32 F, ' ' ' " , 

100 to 110 mm. 

Top of Thermometer to 

Graduation Line at 

Distance 

ISO c. 

20 to ; 

i 300 F. 

15 mm. 

300 C. 

25 to 5( 

1 572 F, . 

3 mm., 

Top Finish 

glass ring 

glass ring 

glass ring 

glass ring ^ 

Longer Graduation Lines 
at Each 

S C. 

10 F. 

5 C. 

10 F. 

Graduations Numbered at 
Each Multiple of 

IOC. 

20 F. 

10 c. 

20 F. 

Immersion (See Section 6) 

76 mm. 

3 in. 

76 mm. 

3 in. 

Special Marking on Ther- 
mometer (See Sec- 
tion 7) 

ASTM 76-MM IMM 

ASTM 3-IN IMM 

ASTM 76-MM BIM 

ASTM 3-IN IMM 

Scale Error at any point 
when standardized shall 
not exceed 

O.SC. 

IF. 

1C. 

2F. 

Standardization 

c 

e 

d 

d 

Marking on Case 

A.S.T.M. -20 to 
4150 C., 76-mm. 
immersion 

A.S.TJ!kI, 0 to 4300 
F., 3-m. immersion 

A.S.T.M. -S to 4300 
C-, 76-mm. immer- 
sion 

A.S.T.M.20toS80 F., 
3-in. immersion 


® These requirements were previously specified in A.S.T.M. Standard D 182. 

^ These requirements were previously specified in A.S.TJd. Standard D 183. ^ . 

c The thermometer shall be standardized for 76>mm. or 3-in. immersion and for the following temperatures of the 
emergent mercury column. These stem temperatures have been chosen as corresponding, oh the average, to those 
likely to occur in the use of the thermometer. 

Average Temperature Average Temperature 

Thermometer of Emergent Thermometer of Emergent 

Eeading Mercury Column Reading Mercury Column 

SOC 35 C. 122 F 94 F. 

100 C 48 C. 212 F.. 118 F. 

150 C ; 55 C. 302 F 131 F. 

The thermometer shall be standardized for 76-mm. or 3-m. immersion and for the following temperatures of the 
emergent mercury column. These stem temperatures have been chosen as corresponding, on the average, to those 
likely to occur in the use of the thermometer. 


Thermometer 

Average Temperature 
of Emergent 

Thermometer 

Average Temperature 
of Emergent , 

Reading 

Mercury Column 

Reading 

Mercury Column 

'50 C.,.. 

35 C. 

122 F... 

94 F, 

lOOC. 


212 F 

120 F. 

ISO C... ....... 

61 C. 

302 F 

142 F.,' 

200C 

70 C. 

392 F 

158 F. '■ 

„ , 250 C 


482 F 

169 F. . 

lOOC... ....... 

80 C. 

572 F... 

176 F. 



1224 


Spegifigations POE A.S.T.M. Theemometers (E l -46) 


TABLE I— REQUIREMENTS FOR A.S.T.M. THERMOMETERS (Conlmued). 


Name '.| 

1 A.S.T,M. Partial Immersion® 

1 A.S,T.M. Acid fleat^ 

A.S.T.M. Thermometer.. . 

3C-39 

3F-39 

4C~39 

, 39' 

Liquid,......, .. ! 

mercury 

mercury 

. mercury 

mercury 

Filling' above Liquid. . . :. 

nitrogen gas 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Range ^ 

-5 to +400 C. 

+20 to 760 F. 

OtolOSC. 

30 to 220 F. 

Subdivisions ... 

1C, 

2F. 

o.s c. 

■ 1 F. 

Total 'Length 

404 to 4 

08 mm. 

378 to 384 mm. 

Stem Diameter 

6.0 to 7,0 mm. 

6.0 to 7.0 mm. 

Bulb Diameter 

5.0 to 6.0 mm. 

5.0 to 6.0 mm. 

Bulb Length ' — 

10 to 15 mm. 

10 to 15 mm. 

Bottom of Bulb to Gradu- 
ation Line at. — 

Distance 

0 C. 1 32 F. 

100 to 110 mm. 

OC. 1 32 F. 

200 to 215 mm . 

Top of Thermometer to 

Graduation Line at 

Distance 

400 C. 

25 to se 

1 752 F. 

) mm. 

105 C. 

25 to 4{ 

1 220 F. 

) mm. 

Top Finish...,. 

glass ring 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each...... 

5 C. 

10 F. 

1 C. 

5 F. 

Graduations Numbered at 
Each Multiple of. 

10 C. 

20 F, 

S C. 

10 F. 

Immersion (See Section 6) 

76 mm. 

3 in. 

152 mm. 

6 in. 

Special Marking on Ther- 
mometer (See Section 

7).. 

ASTM 76-MM IMM 

ASTM 3- IN IMM 

ASTM ACID HEAT 
152-M,M IMM 

ASTM ACID HEAT 
6 -IN IM'M 

Scale Error at any point 
when standardized shall 
not exceed 

/I C. up to 301 C, 
U.S C. over 301 C. 

/2 F. up to 574 F. 

\3 F. over 574 F. 

O.S c. 

1 F. 

Standardization 

e 

e 

d 

d 

Test for Permanency of 
Range (See Section 10) . 

subject to 10 C below 
max. scale temp, 
for 24 hr 

subject to 20 F. below 
max. scale temp, 
for 24 hr. 

.... 


Marking on Case 

A.S.T.M. -5 to +400 
C., 76-mm. immer- 
sion 

A.S.T.M. 20 to 760 F., 
3-m. immersion 

A.S.T.M. Acid Heat, 

0 to 105 C. 

A.S.T.M. Acid Heat, 
30 to 220 F. 


® These requirements were previously specified in A.S.T.M. Standard D 184. 

“ These requirements were previously specified in A.S.T.M. Method D 481. 

“ The thermometer shall be standardized for 76-mm. or 3-in immersion and for the following temperatures of the 
emergent mercury column. These stem temperatures have been chosen as corresponding, on the average, to those 
likely to occur in the use of the thermometer. 

Average Tempera- Average Tempera- 

Thermometer ture ot Emergent Thermometer ture of Emergent 

Reading Mercury Column Reading Mercury Column 

100 C 50C. 212 F 122 F. 

200 C 75C. 392 F....... 167 F. 

300 C 89 C. 572 F 192 F. 

400 C 94 C. 752 F 201 F. 

^ The thermometer shall be standardized at the ice point and at interval- of approximately 30 C. or 50 F. fci l52-mm. 
or 6-b. immersion and for the following temperatures of the emergent mercury column; 

Average Tempera- Average Tempera 

Thermometer ture of Emergent Thermometer turt* of Emergent 

Reading Mercury Column Reading Mercury Columr 

20C... 20C. 70F 70F. 

40 C.. 31C. lOOF..... 86F. 

70C.. .................. 40C. iSOF i04F. 

looc ,48C. .212F 118'F, 
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TABLE 1.-REQUIREMENTS FOR A.S.TJ4. THERMOMETERS (CoB/fjWfti). 


Name..... ........... — 

' A*S.T.M. Gioud and Pour® | 

A.S.T.M. Low Ciotid and Pour® 

A.S.T.M, Thermometer... 

SC - 39 

SF-- 39 

6C-39 

■ 6F-39 ' ■ 

Liquid — 

mercury 

mercury 

toluene^ 

toluene^ 

Filling above Liquid 

nitrogen gas 

nitrogen gas 

gas under pressure 

gas under pressure 

Temperature Range 

-38 to +50 C. 

-36 to +120 F. 

-60 te +20 C. 

1 -70to +70.F.' ■ 

Subdivisions 

1 C. 

1 2F. 

1 1C. ■ 

1 ' 2F.',.' ■ 

Total Length 

220 to 2 

1 

24 mm. 

227 to 2. 

31 mm, ' , 

Stem Diameter. 

7.0 to 8.0 mm. 

1 

7.0 to S.O mm. 

Bulb Diameter 

jr , „ 

not greater than stem 

S.O to 6.5 mm. 

Bulb Length 

i 

not over 9.S mm. 

8,0 to 9 

— ^ — — 

.5 mm. ' 

Bottom of Bulb to Gradu- 1 

ation Line at ■ — .i 

Distance ^ 

-38 C. 1 -36 F. 

120 to 130 mm. 

-57C. 1 -70F. 

120 to 130 mm. 

f ■ _ 

Top of Thermometer to 

Graduation Line at i 

Distance 

+49 C. 

19 to 2 

+120 F. 

!S mm. 

+20 C. 

35 to ^ 

'+68 F ' 

IS mm. 

Expansion Chamber shall 
permit heating to . 

+100 C. 

+212 F. 

+60 C. 

+140 F, 

Top Finish 

plain 

plain 

plain 

plain 

Longer Graduation Lines 
at Each 

SC. 

10 F. 

SC. 

10 F. 

Graduations Numbered at 
Each Multiple of 

IOC. 

20 F. 

10 C. 

20 F. 

Immersion (See Section 6) 

108 mm. 

4i in. 

76 mm. 

3 in. 

Special Marking on Ther- 
mometer (See Section 
7) 

108-MMIMMASTM ; 
CLOUD AND 
POUR 

4+IN IMM ASTIM 
CLOUD AND 
POUR 

76-MM IMM ASTM 
LOW CLOUD AND 
POUR 

3-IN IMM ASTM 
LOW CLOUD AND 
POUR 

Scale Error at any point 
when standardised shall 
not exceed. 

0.5 C. 

IF. 

1C. 

2F, 

Standardization 

ice point, every 20 C.; 
and avg. temp. 
21 C. of emergent 
stem 

ice point, every 40 F.; 
and avg. temp. 
70 F. of emergent j 
stem 1 

ice point, every 20 C.; 
and avg. temp. 
21 C. of emergent 
stem 

ice point, every 35 F.j 
and avg. temp. 
70 F. of emergent 
stem 

Marking on Case. 

A.S T.M. Cloud and 
Pour, —38 to 
+50 C. 

A.S.T.M. Cloud and 1 
Pour, —36 to 
+120 F, 

A.S.T.M. Low Cloud 
and Pour, —60 to 
+20 C. 

A.S.T.M Low Cloud 
and Pour, —70 to 
+70 F. 


* These requirements were previously specified in A.S.T.M. Method D 97. 

^ Toluene or other suitable liquid colored red with a permanent dye shall be used. 
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I 

f 




TABLE I.-REQBIREMENTS FOR A.S.TJI. THERMOMETERS (Cmimued). 


Name. ................... 

A.S.T.M.Low^ 

Distillation® 

^ ' A.S.T.M:High 

Distillation^ 

A.S.T.M. Thermometer.. . 

7C-39 

7F-39 

8C-42 

,8F-42 . 

Liquid., 

mercury 

mercury 

mercury 

mercury , 

Filling above Liquid. ..... 

nitrogen gas 

nitrogen gas 

nitrogen gas 

' nitrogen gas ' 

■Temperature Range 

0 to 300 C. 

30 to 580 F. 

0 to 400 C.® 

30 to 760 F.® 

Subdivisions 

1 C.^ 

2F. 

1 

2F. , 

Total Length. 

378 to 384 mm. 

378 to 384 mm. 

! 

Stem Diameter, 

6.0 to 7l 
1 

0 mm. 

6.0 to 7.0 mm, 

1 

Bulb Diameter 

5.0 to 6'. 
1 

0 mm. 

5.0 to 6.0 mm. 

j 

Bulb Length 

10 to IS mm. 

10 to IS mm. 

Bottom of Bulb to Gradu- 
ation Line at 

Distance 

OC. 1 32 F. 

100 to 110 mm. 

^ 1 

O C. ■ 1 ' 32 F. ' 

25 to 45 mm. 

Top of Thermometer to 

(Graduation Line at 

Distance... 

300 C. i 572 F. 

30 to 45 mm. 

400 C. 

30 to 4, 

'752 F. 

5 mm. 

Top Finish. 

glass ring 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each 

5 G. 

10 F. 

SC. 

10 F. 

Graduations Numbered at 
Each Multiple of 

10 C. 

20 F. 

10 c. ! 

20 F. 

Immersion 

total 

total 

total 

total 

Special Marking on Ther- 
mometer (See Section 7) . 

ASTM LOW DIS- 
TILLATION 

ASTM LOW DIS- 
TILLATION 

ASTM HIGH DIS- 
TILLATION 

ASTM HIGH DIS- 
TILLATION 

Scale Error at any point 

up to 

when standardized, 
shall not exceed. .. . 

300 C. 

0.5 C. 

572 F. 

IF. 

370 C. 

1 C. 

700 F. 

2F. 

Standardization 

ice point, every 50 C., 
and at 300 C. 

ice point, every 100 
F., and at 572 F. 

ice point, every 50 C., 
and at 370 C. 

ice point, every 100 
F., and at 700 F. 

Test for Permanency of 
Range (See Section 10) , 

subject to 280 to 290 
C. for 24 hr. 

subject to 540 to 560 
F. for 24 hr. 

subject to 360 to 370 
C. for 24 hr. 

subject to 680 to 700 
^ F, for 24 hr. 

Marking on Case. 

A.S.T.M. Low Dis- 
tillation, 0 to 300 C. 

A.S.T.M. Low Dis- 
tillation, 30 to 
580 F. 

A.S.T.M. High Dis- 
tillation, 0 to 400 C. 

A.S.T.M. High Dis- 
tillation, 30 to 
760 F. 


I These requirements were previously specified in A.S.T.M, Methods D 86, D 216, and 0 285. 

® These requirements were previously specified in A.S.T.M. Methods D 20, D 86, D 246, D 370, and D 402, except 
for the revision adopted in 1942. 

. ® Under certain test conditions, the bulb of the thermometer may be 28 C. (SO F.) above the temperature indicated 
by the thermometer, and at an indicated temperature of 371 C. (700 F.) the temperature of the bulb is approaching a 
critical range in the glass. It is therefore not desirable to use this thermometer under such conditions at indicated 
temperatures above 371 C* (700 F.) without checking the ice point. ^ 

** For purposes of calibration and certification two or three division markings shall be placed below the zero on 
the Centigrade scale thermometer. 


I 





TABLE' I.-~REQniREMENTS FOR A.S.TJM. THERMOMETERS 


Name.... 

A.S.T.M. Pensky-Marteas* Low Range® 
A.S.T.M. Ta^ Closed Tester® 

; A.S.T.M. Fensky-Ms 

irtens, Higii Rang®® 

A.S.T.M. Thermometer..'. 

9C-39 

9F-39 

iOC”39 

dOF-39' ■ 

Liquid.. 

mercury 

mercury 

: ' mercury 

: mercury . 

Filling above Liquid. ..... 

nitrogen gas 

nitrogen gas 

nitrogen gas 

, nitrogen gas , 

Temperature Range 

- 7 to 4-iiO C. 

+20 to +230 F. 

■ 90 to 370 C. , 

200 to 700 F. 

Subdivisions..... 

0.5 C. 

IF, 

2C. 

, SFv 

Total Length... 

273 to 21 

^7 mm. 

273 to 2: 

J7 mm. 

Stem Diameter. . .......... 

1 

6.0 to 7.0 mm. | 

6.0 to 7'.0 mm. 

Bulb Diameter.:, 

1 

not greater^ 

than stem 

not greater^ than stem 

Bulb Length. 

1 

9.0 to 13 mm. 

not over 10 mm. ■ . 

Bottom of Bulb to Gradu- 
ation Line at 

Distance 

-7C. 1 +20 F. 

75 to 90 mm. 

93 C. . 1 200 F. 

75 to 90 mm. 

Top of Thermometer to 

Graduation Line at 

Distance 

+110 C. 

25 to 4i 

+230 F. 

0 mm. 

371 C. 1 

25 to 4- 

700 F. 

0 mm. 

Expansion Chamber 


c 



Top Finish' 

glass ring 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each... 

1 C. 

SF. 

IOC. 

25 F. 

Graduations Numbered at 
Each Multiple of 

5C. 

10 F. 

20 C. 1 

SOF. 

Immersion (See Section 6) 

57 mm. 

2^ in. 

57 mm. 

2}4 in. 

Special Marking on Ther- 
mometer (See S ection 7) . 

S7-MM. BIM ASTM 
PM AND TAG 

2K-IN IMM ASTM 
PM AND TAG 

57-MM IMM ASTM 
PM HIGH 

2M-I'N IMM ' ASTM 
PM HIGH 

Scale Error at any point 
when standardized shall 
not exceed 

0.5 C. 

IF. 

1C. 

2.5 F. 

Standardization. 

d 

4 

* 

e 

Test for Permanency of 
Range (See Section 10) 



subject to 360 to 370 
C., for 24 hr. 

subject to 680 to 700 
F., for 24 hr. 

Marking on Case 

A.S.T,M. P.M. and 
Tag, -7 to +110 C. 

A.S,T.M. P.M. and 
Tag, +20 to +230 
F, 

A.S.T.M. P.M, High, 
90 to 370 C. 

A.S.T.M. P.M. High, 
200 to 700 F. 


® These requirements were previously specified in A.S.T.M. Methods D 56 and D 93. 

" These requirements were previously specified in A.S.T.M. Method D 93. 

* The expansion chamber shall permit heating the thermometer at least 50 C. or 90 F. above the highest temperature 


on ijuc soaic. , , _ , 

“ The thermometer shall be standardized at the ice point and at intervals of approximately 30 C. or 50 F. for 57-min. 
or immersion and for the following temperatures of the emergent mercury column: 


Average Temperature Average Temperature 

Thermometer of Emergent Thermometer of Emergent 

Reading Mercury Column Reading Mercury Column 

20 C 20 C. 70 F 70 F. 

40C 3iC. lOOF 86F. 

70 C 40 C. 150 F. 104 F. 

100 C.... 48 C. 212 F • 118 F. 

® The thermometer shall be standardized at intervals of approximately 50 C. or lOO F. for 57-mm. or 2M"ln- immersion 
and for the following temperatures of the emergent mercury column: 


Thermometer 
Reading 
100 C..... 

. ISOC 

200 C..... 
250 C.. . . , 
300 C...., 
350 C...., 


Average Temperature Average Temperature 

oi Emergent Thermometer of Emergent 

Mercury. Column Reading Mercury Column 

61 C. 200 F 110 F. 

65 C. 300 F...., 149 F. 

71 C. 400 F ... 160 F. 

....... 78 C. 500 F....... i7SF. 

87 C. 600 F 195 F. 

99 C. 700 F 220 F. 
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Specifications for A.S.T.M. Thermometers (E 1 - 46) 



TABLE l.-REQUIREMENTS FOR A.S.T.M. THERMOMETERS (CojrfjBuaO. 


■Name. 

A.S.T.xM. Open Flash® 

A.S.T.M.. Gravity^, 

A.S.T.M. Thermometer. .■. 

llG-42 

llF-42 

.■,12C~39' ' 

12F-39 

Liquid. .... . . . . . 

mercury 

mercury 

mercury 

mercury 

Filling above Liquid 

nitrogen gas 

nitrogen gas 

nitrogen gas 

nitrogen gas 

.Temperature Range 

-6 to +400 C. 

+20 to +760 F. 

-20 to +102 C. 

-5 to +215 F. 

Subdivisions., 

2 C. 

5 F. 

0.2 C. 

O.SF. 

Total Length... — 

303 to 307 mm. 

1 

403 to 409 mm. 

1 

Stem Diameter 

6.0 to 7.0 mm, 

1 . 

7.0 to 8.0 mm. 

1 ' 

Bulb Diameter.. 

not greater than stem 

6.0 to 7.0 mm. 

1 .. 

Bulb Length 

not over 

10 mm. 

14 to 1 

) mm. 

Bottom of Bulb to Gradu- 
ation Line at. .. .' 

Distance.... 

-6 C. ! +20 F. 

40 to 50 mm. 

-20 C. 

32 to 5 

-5F., 

mm. 

Top of Thermometer to 

Graduation Line at 

Distance 

+400 C. 1 +760 F. 

30 to 45 mm. 

+102 C. 

25 to 4 

+215 F. 

mm. 

Top Finish 

red glass ring 

" 

red glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each 

IOC. 

10 F. 

1 C. 

1 F. 

Graduations Numbered at 
Each Multiple of 

IOC. 

20 F. 

2 C. 

5 F. 

Immersion (See Section 6) 

25 mm. 

1 in. 

total 

total 

Special Marking on Ther- 
mometer (See Section 7) . 

2S-MM IMM ASTM 
OPEN FLASH 

1-IN IMM ASTM 
OPEN FLASIi 

ASTM GR 

ASTMGR 

Scale Error at any point 

up to ... 

when standardized, 
shall not exceed 

372 C. 

1C. 

700 F. 

2.5 F. 

0.1 C. 

0.25 F, 

Standardization 

c 

c 

ice point and every 
15 or 20 C. 

ice point and every 
30 or 40 F, 

Test for Permanency of 
Range (See Section 10) . , j 

subject to 360 to 370 C. 
for 24 hr. 

. 

subject to 680 to 700 F. 
for 24 hr. 



Marking on Case 

A.S.T.M. Open Flash, 
-6 to +400 C. 

A.S.T.M. Open Flash, 
+20 to +760 F. 

A.S.T.M,. Gr., -20 to 
+102 C. 

A.S.T.M. Gr., -S to 
+215 F, 


“ These requirements were previously specified in A.S.T,M . Methods D 92 and I> 243, except for the revision adopted 
in 1942. 

" These requirements were previously specified in A.S.T.M. Method D 287. 

The thermometer shall be standardized at the ice point and at intervals of approximately SO C. or 100 F. for 25-mm. 
or 1-in. immersion and for the following temperatures of the emergent mercury column: 

Average Temperature Average Temperature 

Thermometer of Emergent Thermometer of Emergent 

Reading Mercury Column Reading Mercury Column 

100 C 44 C. 200 F 110 F. 

ISOC 54C. ,300F.... ' 129 F, 

200 C..... 64C. 40aF 150 F, 

250 C. 77 C. 500 F... 175 F. 

300 C.... 91 C. 600 F 205 F. 

350 C 108C. 700 F 240 F. 
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TABLE I.-REQUIREMENTS FOR A.S.T,M. THERMOMETERS iConiinu&d), 


Name 

i A.S.T.M. Loss on 
! Heat“ 

1 ,, . 


j A.a>. i .M. raraffin w 

'ax Meittoit roinr 

A.S.T.M. Thermometer. 

13C - 39 

14C-39 

'■ 14F-39 , 'v 

Liquid 

mercury 

mercury 

mercury 


Filling above Liquid 

nitrogen gas 

nitrogen gas 

nitrogen' gas : . 

Temperature Range 

ISS to 170 C. 

38 to 82 C. 

too to 180 F. , 

Subdivisions.. . 

0.5 C. 

0.1 C. 

0.2 F. 

Total Length 

ISO to 154 mm. 

365 to , 
1 

371 mm.- 

.Stem Diameter ■ 

6.0 to 7.0 mm. 

1 

6.0 to 7.0 mm. 

„ .. ' 

Bulb Diameter — ... — 

5.0 to 6.0 mm. 

I 

not greater 

than stem 

Bulb Length 

10 to 15 mm. 

not over 28 mm. 

not over 28 mm. 

Bottom of Bulb to Graduation Line at 

Distance 

oc./ 

33 to 

38 mm. 

155 C. 

70 to 

80 mm. 

3S C. 

105 to I 

100 F. 

.15 mm. 

1 180 F. 

Top of Thermometer to Graduation Line at. ... . 
Distance 

170 C. 

20 to 30 mm. 

82 C. 

25 to 4« 

3 mm. 

Contraction Chamber 

« 

d \ 

d 

Expansion Chamber shall permit heating to 

« 

100 c. 

212 F. 

Top Finish 

glass ring 

plain 

plain 

Longer Graduation Lines at Each 

1 C. 

O.S C. 

1,0 F. 

Graduations Numbered at Each Multiple of 

SC.;andat0C. 
and 163 C. 

1 C. 

2F. 

Immersion (See Section 6) 

total 

79 mm. 

SH in. 

Special Marking on Thermometer (Sec Section 7). 

ASTM LOSS ON 
HEAT 

ASTM PARAFFIN 
MP 79-MM IMM 

ASTM PARAFFIN 
MP33^TNIMM 

Scale Error at any point when standardized shall 
not exceed 

O.SC. 

1 

1 0.1 C. 

0.2 F,' .. . 

Standardization 

at three points In- 
cluding 163 C. for 
total immersion 

every 10 C • for 79-mm 
immersion, and for 
avg. temp. 25 C. of 
emergent stem 

every 20 F. for 3M- 
in. immersion, and 
for avg. temp. 77 F. 
of emergent stem 

Marking on Case 

A.S.T.M. Los.s on ! A.S.T.M. Paraffin 
Pleat, 155 to 170 C. | M.P., 38 to 82 C. 

A.S.T.M. Paraffin 
M.P., 100 to 180 F. 


® These requirements were previously specified in A. S.T.M. Method D 6, except for the editorial changes made in 1942. 
^ These requirements were previously specified in A.S.T.M. Methods T> 87 and I> 127. 

A The contraction chamber shall be of the long, narrow type; the top shall be not more than 65 mm. above the bottom 
the bulb. , , i- , 1 ,iL 

“ The top of the contraction chamber shall be not more than 41 mm. above the bottom of the bulb. 

® The expansion chamber shall permit heating the thermometer at least 25 C. above the highest temperature on the 

de. . 

^ At the ice point the thermometer shall be graduated from — 1 C. to + 1 C. in 0.5 C. divisions. 
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TABLE I.-REQUIREMENTS FOR A.S.TJil. THERMOMETERS (.Cantinueil). 


Name.................... 

A.S.T.M. Low £ 

loftenlng Point® 

1 A,S.T.M. Hi^bi Softening Point ^ 

A.S.T,M. Thermometer.. , 

ISC -39 

lSF-39 1 

i6C - 39 

16F - 39 

Xlquid.. . 

mercury 

mercury 

mercury 

mercury 

Filling above Liquid.. .... 

nitrogen gas 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Range 

-2 to +80 G. 

+30 to +180 F. 

30 to 200 C. 

85 to 392 F, 

Subdivisions ’ 

0.2 C. 

1 0.5 F. 

0.5 C. 

IF. 

Total Length. — 

378 to 384 mm. 

1 

378 to 3. 

1 

84 mm. 

1 

Stem Diameter ■ 

6.0 to 7.0 ram. 

1 

6.0 to 7 !o mm. 

1 

Bulb Diameter 

4.5 to 5.5 mm. ’ 

- j 

4.5 to s! 

5 mm. 

Bulb Length. 

9.0 to 14 mm. 

9.0 to 14 mm. 

Bottom of Bulb to Gradu- 
ation Line at 

Distance 

OC. 1 32 F. 

75 to 90 mm. 

30 C. 1 85 F. 

75 to 90 mm. 

T<m of Thermometer to 

Graduation Line at 

Distance.. 

80 C. ! 176 F. 

30 to 45 mm. 

200 C. 

30 to 4, 

392 F. 

5 mm. 

Expansion Chamber shall 
permit heating to at 
least 

130 C. 

270 F. 

250 C. 

482 F. 

Top Finish. 

glass ring 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each. 

1C. 

IF. 

1C. 

5F. 

Graduations Numbered at! 
Each Multiple of 

2C. 

5F. 

SC. 

' lOF. ' 

Immersion 

total 

total 

total 

total 

Special Marking on Ther- 
mometer (See Section 7 ) 

ASTM LOW SP 

ASTM LOW SP 

ASTM HIGH SP 

ASTM HIGH SP 

Scale Error at any point 
when standardized shall 
not exceed 

0.2 C, 

0.4 F. i 

0.3 C, 

0.5 F. 

Standardization 

ice point, and every 
20 C. 

ice point, and every 
40 F. 

every 40 C. 

every 70 F. 

Marking on Case 

A.S.T.M. Low S.P., 
-2 to +80 C. 

A.S.TJVI. Low S.P., 
+30 to +180 F. 

A.S.T.M. High S.P., 
30 to 200 C. 

A.S.T.M. High S.P., 
85 to 392 F. 


f These requirements were previously specified in A S,T.M- Methods D 36, D 61, D 139, and E 2S. 

® These requirements were previously specified in A.S.T M. Method D 36, except for the temperature range, and 
in Method E 28, , 
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TABLE L-REQUIREMENTS FOR A.S.T.M, TIIERliOMETERS (Cmlinmi). 


Name. 

A.S.T.M. Sayboit Viscosity** 

A.S.T.M. Sa,yb.o!t 
.Viscosity 

A.S.T.M. Saybolt, 
Viscosity** 
A.S.T.M. Reid , 
Vapor Pressure®' 

A.S.T.M. Thermometer... 

17C - 39 ■ 

17F-39 

18C-39 

. lSF-39 

Liquid 

mercury 

mercury 

mercury 

mercury 

Filling above Liquid. ..... 

nitrogen gas 

nitrogen gas 

nitrogen gas , , 

nitrogen gas 

Temperature Range 

For Tests at 

19 to 27 C.: 

21.1 and 25 C. 

66 to 80 F. 

70 and 77 F. 

34 to 42. C. 
37.S,C. 

94 1.1 108 F. 

.lOO F. 

Subdivisions 

. 0.1 G. 

0.2 F. 

0,1 G. 

' , 0.2 F. 

Total Length... 

; 252 to 2 

56 mm. ■ . 

252 to 256 mm. 

Stem, Diameter^,. 

6.0to7'.0mm. 

6.0 to 7.0 mm, 

s 

Bulb Diameter. .......... 

- j 

not less than 5.0 mm. 
not greater than stem 

1 

not less than 5.0 mm. 
not greater than stem . 

Bulb Length .... 

I 

25 to 35 mm. 

j _ , — ^ 

25 to 35 mm. , , 

Bottom of Bulb to Gradu- 
ation Line at 

Distance.. 

19 C. 1 66 F. 

135 to 150 mm. 

34 C. 1 94. F. 

135 to 150 mm. 

Top of Thermometer to 
Graduation Line at. ... . 
Distance..... — . ... 

27 C. 1 80 F. 

20 to 35 mm. 

. 42 C. 

20 to 3 

108 F. 

5 mm. . 

Contraction Chamber .... 

h 

6 

' h ■ 

b 

Expansion Chamber 

« , 

e 

e. 

c 

Top Finish,., 

glass ring 

glass ring 

glass ' ring 

glass ring 

Longer Graduation Lines 
at Each.... 

0.5 C. 

IF. 

,0.5 C. 

, 1 F. 

Graduations Numbered at: 
Each Multiple of ...... . 

.1 C. 

2 F. 

.1 C. 

2 F. 

Immersion. 

, , total 

total 

total 

total . 

Special Marking on Ther- 
mometer (See Section 7) 

ASTM ■SAYBGLT_, 
VIS 21.1 AND 25 

ASTM SAYBOLT 
VIS 70 AND 77 F-^ 

ASTM SAYBOLT 
VIS 37.8 

ASTM .SAYBOLT 
VIS 100 F*^ 

Scale Error at any point 
shall not exceed .... 

0.1 c. 

0.2 F. 

0.1 c. 

/ 0.2 F. . 

Standardization. . , ; 

total immersion® 

total immersion* 

, total im.mers!on® 

total immersion® 

Marking on Case. 

A.S.T.M. Saybolt 
Viscosimeter Ther- 
mometer, 19 to 27 C. 

A.S.T.M,. Saybolt 
Viscosimeter Ther- 
mometer, 66 to 80 F. 

A.S.T.M. Saybolt 
Viscosimeter Ther- 
mometer, 34. to 42 C- 

A.S.T.M. Saybolt 
Viscosi.meter Ther- 
mometer, 94,to 108 F. 

■ 01' 

A.S.T.M. Reid. Vapor 
Pressure Thermom- 
eter 


® These requirements were previously specified in A.S.T.M.Method D 8S. 

^ The contraction chamber shall be of the long, narrow type; the top shall be not more than 60 mm. above the bottom 
of the bulb. The mercury shall stand in the contraction chamber at 0 C. (32 F-). 

« The expansion chamber shall permit heating the thermometer 50 C. (90 F.) above the highest temperature on the 
scale, and in all cases shall permit heating to 100 C. (212 F.). 

® The test temperatures shall be shown in full at the appropriate points on the scale and the graduations corresponding 
to these points and the numbers shall be in red. 

* Correction for emergent stem shall not be applied. 

^ The stem shall be made with an enlargement not less than 4.0 nor more than 7.0 mm. in length, having a diameter 2.0 
to 3.0 mm. greater than that of the stem, the bottom of the enlargement being 114 mm. above the bottom of the bulb. 

® These requirements were previously specified in A.S.T.M, Method B 323. 
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Specifications for A.S.T.M. Thermometers (E 1-46) 


TABLE I.-REQUIREMENTS FOR A.S.T.M. THERMOMETERS iContinaeS). 


Name.... ..... .... . .... ... . 

A.S,T.M. Saybolt Viscosity® | 

A.S.T.M. Sayb' 

oit Viscosity® 

A.S.T.M. Thermometer... 

19C~39 

19F-39 

20C-39 

20F-39 

Liquid. . . 

mercury 

mercury 

mercury 

, mercury 

Filling above Liquid. 

nitrogen gas 

nitrogen gas 

nitrogen gas 

nitrogen gas 

. Temperature Range 

For Tests at .' 

49 to 57 C, 

50 and 54.4 C. 

120 to 134 F. 

122 and 130 F. 

57 to 65 C. 

60 C . 

134toT4SF. 

‘ . 140 F. 

Subdivisions. 

0.1 C. 

0.2 F. 

0.1 C. 

1 . 0.2 F. , 

Total Length 

252 to 256 mm. 

1 252 to 2^ 

56 mm. 

Stem Diameter'^ 

6.0 to 7 

1 

i 

.0 mm. 

1 

6.0 to 7.0 mm. 

Bulb Diameter 

* not less than 5.0 mm. 

not greater than stem 

j - 

not less than S.O mm. 
not greater than stem 

Bulb Length. 

1 ^ 

25 to 35 mm. 

25 to 35 mm. 

Bottom of Bulb to Gradu- 
ation Line at — . 

Distance 

49 C. 1 120 F. 

135 to 150 mm. 

57 C. 1 134 F. 

135 to 150 mm. 

Tcm of Thermometer to 

Graduation Line at 

Distance 

57 C. 1 134 F. 

20 to 35 mm. 

65 C. 

20 to 3. 

1 148 F. 

5 mm. 

Contraction Chamber 

b 

b 

b 

^ ' 

Expansion Chamber 

e 

e 

c 


Top Finish 

glass ring 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each 

0.5 C. 

1 F. 

i ■ 

0.5 C. 

1 F. 

Graduations Numbered at 
Each Multiple of 

1 C. 

2 F. 

1C. 

2 F. 

Immersion 

total 

total 

total 

total 

Special Marking on Ther- 
mometer (See Section 7) 

ASTM SAYBOLT, 
VIS 50 AND 54.4 C* ** ^ 

ASTM SAYBOLT 
VIS 122 AND ISOF*^ 

ASTM SAYBOLT 
VIS 60 

ASTM SAYBOLT 
VIS 140 

Scale Error at any point 
shall not exceed 

0.1 c. 

0.2 F. 

0.1 c. 

0,2 F. 

Standardization 

total immersion* 

total immersion* 

total immersion* 

total immersion* 

Marking on Case 

A.S.T.M. Saybolt 
Viscosimeter Ther- 
mometer, 49 to 

57 C. 

A.S.T,M. Saybolt 
Viscosimeter Ther- 
mometer, 120 to 

134 F. 

A.S.T.M. SaybolL 
Viscosimeter Ther- 
mometer, 57 to 

65 C. 

A.S.T.M. Saybolt 
Viscosimeter Ther- 
mometer, 134 to 

148 F. 


* These requirements were previously specified in A.S.TJM. Standard Method D 88. 

" The contraction chamber shall be ol' the long, narrow type; the top shall be not more than 60 mm. above the bottom 
of the bulb. The mercury shall stand in the contraction chamber at 0 C. (32 F.). 

** The expansion chamber shall permit heating the thermometer SO C. (90 F.) above the highest temperature on the 
scale, and in all cases shall permit heating to 100 C, (212 F.) , 

* The test temperatures shall be shown in full at the appropriate points on the scale and the graduations corresponding 
to these points and the numbers shall be in red. 

* Gorrection for emergent stem shall not be applied. 

4 The stem shall be made with an enlargement not less than 4.0 nor more than 7.0 mm. in length, having a diameter 
2.0 to 3.0 mm. greater than that of the stem, the bottom of the enlargement being 114 mm. above the bottom of the bulb. 
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Specifications roR A.S.T.M. Thermometers (El -46) 


TABLE !. -.REQUIREMENTS FOR A.S.TJif. THERMOMETERS iC0nimmi), 


Name — 

i A.S.T.M. Saybc 

>!t Viscosity® 

1 A.S.T.M. Saybolt Viscosity*: 

A.S.T.M. Thermometer... 

21C-39 

21F-39 

; 22C - 39 

22F-39 . 

Liquid 

mercury 

mercury 

mercury 

mercury ' 

Filling above Liquid 

nitrogen gas 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature 'Range. ..... 

■ For' Tests at 

79 to 87 C. 

82.2 C. 

174 to 188 F. 

180 F. 

9S to 103 C. 

98.9 C. 

■ 204 to'218F. 
2iaF., 

Subdivisions . . 

0.1 C. 

0.2 F, 

0.1 C. 

■ 0.2 F. 

Total Length. 

252 to 25 

i6 mm. 

252 to 25 

(6 mm. 

Stem Diameter-^. 

6,0 to ' 

7.0 mm. 

, 6.0 to 7.1 

1 ■ ■■■ ■ 

0 mm. 

Bulb Diameter 

not less than 5.0 mm. 
not greater than stem 

not less than 5.0 mm. 
not greater than stem ' 

Bulb Length. 

I 

25 to 35 mm. 

' 25 to 

1 

35 mm. 

Bottom of Bulb to Grad- 
uation Line at 

Distance.. . ... ....... 

79 C. 1 174 F. 

135 to 150 mm. 

95 C. '1 i04F. 

135 to 150 mm. 

Top of Tbermometer to 
(graduation Line at, . . . 
Distance 

87 C. 1 188 F, 

20 to 35 mm. 

103 C. 1 218 F. 

20 to 35 mm. 

Con traction Chamber .... 

b 


6 

b 

Expansion Chamber 

« 

■ * ' ■ i 

■ 1 

c 

■ 0 

Top Finish 

glass ring 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines 
at Each, 

0.5 C. 

IF. 

■ o.sc, ■ ■ 

IF. 

Graduations Numbered at 
Each Multiple of 

1 C. 1 

- - 1 

2F. 

1C. 

2F. 

Immersion. 

total 

total 

total 

total 

Special Marking on Ther- 
mometer (See Section?), 

ASTM SAYBOLT 
VIS 82.2 

ASTM SAYBOLT 
VIS 180 F^ 

j 

ASTM ■ SAYBOLT 
VIS 98.9 1 

ASTM SAYBOLT 
VIS 210 

Scale Error at any point 
shall not exceed 

0.1 c. 

0.2 F. 

0.1 C, 

0,2F, 

Standardization 

total immersion® 

total immersion® 

total immersion® 

total immersion* 

Marking on Case 

A.S,T.M. Saybolt 
Viscosimeter Ther- 
mometer, 79 to 87 C. 

A.S.T,M. Saybolt 
Viscosimeter Ther- 
mometer, 174 to 

188 F. 

A.S.T.M. Saybolt 
Viscosimeter Ther- 
mometer, 95 to 

103 C. 

A.S.T.M. Saybolt 
Viscosimeter' Ther- 
mometer, 204 to 

218 F. 


"These requirements were previously specified in A.S.T.M. Standard Method D 88. ' 

^ The contraction chamber shall be of the long, narrow type; the top shall be not more than 60 mm. above the bottom 
of the bulb. Theraercury shall stand in the contraction chamber at 0 C. (32 F.). 

* The expansion chamber shall permit heating the thermometer 50 C. (90 F.) above the highest emperature on the 
scale, and in all cases shall permit heating to 100 C. (212 F.). 

® The test temperatures shall be shown in full at the appropriate points on the scale and the graduations correspond- 
ing to these points and the numbers shall be in red. 

* Correction for emergent stem shall not be applied. 

^ The stem shall be made with an enlargement not less than 4.0 nor more than 7.0 mm. in length, having a diameter 2.0 
to 3,0 mm, greater than that of the stem, the bottom of the enlargement being 114 mm, above the bottom of the bulb. 
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Specifications for A.S.T.M. Thermometers (E 1-46) 


TABLE I.— REQUIREMENTS FOR A.S.TM. THERMOMETERS (.CmHnueS). 


'Nwne... — 

A.S.T.M. 

Engler Viscosity®'® 

A.S.T.M. . . ^ 
Eaglet Viscosity®*® 

A.S.T.M. 

Eaglet Viscosity®*^ 

A.S.T.M. Thermometer , 

23C - 39 

24C-39 

25C-39 

.Liquid....,..,.'. — — ... 

mercury 

mercury 

mercury 

above Liquid 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Range.,. 

18 to 28 C. 

39 to 54 C. 

95 to 105' C. . 

Subdivisions 

0.2 C. 

0.2 C. 

0.2 C., 

Total Length ' — 

200 to 207 mm. 

225 to 232 mm. 

200 to 207 mm. : 

Stem Diameter.. 

S.5 to 6.5 mm. 

5.5 to 6.5 mm. 

5.5 to 6.5 mm. 

.Bulb Diameter 

5.5 to 6.5 mm. 

5. 5 to 6.S mm. 

5.5 to 6,5 mm. 

Bulb .Length. 

13 to 19 mm. 

13 to 19 mm. 

, 13 to 19 mm. 

Bottom of Bulb to Graduation Line at 

Distance 1 

18 C. 

1Q8 to 118 mm. 

39 C. 

108 to 118 mm. 

95 C. 

108 to 118 mm. 

Top of Thermometer to Graduation Line at 

Distance ! 

28 G. 

30 to 40 mm. 

54 C. 

30 to 40 mm. 

105 C. 

30 to 40 mm. 

Contraction Chamber 

c 

c 

e 

Expansion Chamber 

d 

d 

d 

Top Finish 

glass button 

glass button 

glass button 

Longer Graduation Lines at Each 

1C. 

1 C. 

1 C. 

Graduations Numbered at Each Multiple of 

2C. 

2 C. 

2C. 

Immersion (See Section 6) 

90 mm. 

90 mm. 

90 mm. 

Special Marking on Thermometer (See Section 7). 

Full figures at 25 C. 

ASTM ENGLER* 
90-MM 

Full figures at 40 and 
50 C. 

ASTM ENGLER® 
90-BlM IMM® 

Full figures at 100 C 

ASTM ENGLER® 
90-MM IMM® 

Scale Error at any point shall not exceed 

0.1 c. 

0.1 C. 

0.1 C. 

Standardiaation 

90-mm. immersion 

90-mm. immersion 

90-mm. immersion 

Marking on Case 

A.S.T.M. Engler Vis- 
cosimeter Ther- 
mometer, 18 to 

28 C. 

A.S.T.M, Engler Vis- 
cosimeter Ther- 
mometer, 39 to 

54 C. 

A.S.T.M. Engler Vis- 
cosimeter Ther- 
mometer, 95 to 

105 C, 


® These requirements were previously specified in A. S.T.M. Standard D 300. 

** The thermometer shall be mounted in a brass ferrule consisting of a tubular bushing 8.0 mm. in outside diameter 
with a flanged head approximately 12 mm. in diameter so that the upper extremity of the S-mm. diameter is located 90 
mm. from the bottom of the bulb. 

* The contraction chamber shall be of the long, narrow type; the top shall be not more than 60 mm. above the bottom 
of the bulb- The mercury shall stand approximately in the middle of the chamber at 0 C. 

® The expansion chamber shall permit heating the thermometer 50 C. above the highest temperature on the scale and 
in all cases to permit heating to 100 C. 

® To be etched on the glass stem above the brass ferrule. 
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TABLE I.-REQUIREMENTS FOR A.S.TJM. THERilOMETERS (Continued). 


Name. 

A.S.T.M. Stability 
Test of Soluble, 
Nitrocellulose® 

A.S.T.M« Tiirpea- 1 
tine Distillation® 

A.S.T.M. Titer 
Test, ,, 


A.S.T.M. Thermometer 

26C-42 

27C-42 

36C-42 

Liquid 

mercury 

mercury 

mercury 


Filling above Liquid. i 


nitrogen gas 

nitrogen gas 

Temperature , Range : 

130 to 140 C. 

147 to 182 G. 

-2 to +68 C. 

Subdivisions 

O.i C. 

0.5 C. 

, 0.2 C.' „ 

Total Length,.. — 

18 d= li in.® 

291 to 296 mm. 

, 3S5 to 390 mm. 

Stem Diameter. 

± iia in. 

6.0 to 7.0 mm. 

6.0 to 7.0, mm., ^ 

Bulb Diameter 

— 

4.0 to 5.5 mm. 

S.S to 7.0 mm+ , , 

Bulb Length 

23^ “b iu. 

10 to 15 mm. 

15 to 25 miE, 

Bottom of Bulb to Graduation Line at 

Distance 

130 C. 

BHdzH in. 

, 147 C. 

100 to 115 mm.-' 

-2 C. ' ■ 

SO to 60 mm. , ' 

Top of Thermometer to Graduation Line at.. 

Distance 

e 

182 C. , 

30 to 45 mm.-' 

68 C. 

20 to 35 mm. 

Contraction Chamber 

yes 

h 

no 

Expansion Chamber 

' i 

permit heating to 
230 C. 

i 

Top Finish. 


glass ring 

glass ring 

Longer Graduation Lines at Each 

0.5 C. 

1 C. 

1 C. 

Graduations Numbered at 

each 1 C. and 130, 
135, and 140 C. 

each 2 C. (even) 

each 2 C. 

Immersion (See Section 6) 

total 

76 mm. 

45 m,m. 

Special Marking on Thermometer (See Section 7) . . 

ASTM STAB NC 

ASTM TURP BIST 
76-MM IM2^! 

ASTM: FAC TITER 
TEST 45-MM IMM 

Scale Error at any point when standardized shall 
not exceed 

1 0.2 c. 

0.5 C. 

0.2 C. 

Standardization 


At three points in- 
cluding 155 C. and 
175 C., at 3-m. im- 
j mersion, and avg. 
temp. 25 C. of 
emergent stem. 

k 

Marking on Case 

1 A.S.T.M, Stability 
NitrocelluloseTher- 
mometer, 130 to 
140 C. 

A.S.T.M. Turpentine 
Distillation Ther- 
mometer, 147 to 
182 C. 

A-S.T.M.: F.A.C. 
Titer Test Ther- 
mometer —2 to 
+68 C. 


® These requirements were previously specified in A.S.T.M. Method D 301, except for the revisions adopted in 1942. 

** Due to the application requirements for range and construction of this thermometer, it is not practicable to include 
reference points,, Therefore, the National Bureau of Standards will issue a reportjnstead of a certificate for this thermom- 
eter when submitted to the Bureau for test. 

® The thermometer'shall have a white enamel back. 

® The stem may be either the plain front or lens front type. If the thermometer is of the lens front type, the cross- 
section of the stem shall be such that it will pass through an S-mm. ring gage but will not enter a S-mm. slot gage, 

* In no case shall the bulb diameter be greater than the diameter of the stem. 

Z The graduated portion shall be not less than 131 mm. 

^ The distance from the 130 C. to the 140 C. graduation marks, that is, the scale length, shall be 4% =fc H in* 

" The contraction chamber shall be of the long, narrow type; the top shall be not more than 40 mm, above the bottom 
of the bulb. Themercury shall stand near the bottom of the chamber at 0 C, 

An expansion chamber shall be provided to accommodate expansion up to 175 C. 

^ The expansion chamber shall permit heating to 85 C. The length of unchanged capillary between highest gradua- 
tion and expansion chamber shall be 10 mm. 

* The thermometer shall be standardized at the ice point and at intervals of approximately 20 C. for 45-mm. immersion 
and for an average stem temperature of mergent mercury column of 25 C. 
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Specifications foe A.S.T.M. Thermometers (E 1 - 46) 

TABLE I.-REQOIREMENTS FOR A.S.T.M. THERMOMETERS (Canduded). 



Air Chamber 
Thermometer 
(A.S.T.M. Reid . 
Vapor-Presswre 
Test)® 




3iF-44 

320 - 44 



mercury 

, , mercury 




nitrogen gas or 
hydrogen gas 



~40or— 30F. 
to +120 or +130 F. 

240 to 310 C. 



1 F. 

. ,2 C,;."'' 



254 to 305 mm. 

195 to 200 mm. 



6.0 to 7.0 mm. 

6.0 to 7.0 mm. 




not greater than stem 



not over 25 mm. 

not over 9 mm. 



none 

e 



yes 

d 


Enlargement of Button 


« 


Bottom of Bulb to Graduation Line at — 

Distance 


Distance to 282 C.: 

77 to 79 mm. 
Distance to 240 C.: 

46 to 52 mm. 
Distance to 3 Jf) C>: 

94 to 104 mm. 

' 

i 

Top of Thermometer to Graduation Line at — 

Distance 


' 


I'op Finish 


plain 


Longer Graduation Lines at Each 


I IOC. ’ ””””” 

Graduations Numbered at Each Multiple of. 

.... 

20 C. 

Immersion 

total 

total 

Special Marking on Thermometer (See Section 7) 


ASTM TUNG 

Scale Error at any point when standardized, shall not exceed 

0.5 F. 

/ 

StandardizatiflU 


250 C. 282 C. 

270 C. 300 C* 


Marking on Case 


A,S.T.M., Tung' 'oil' 


1 to 310 C. 


^ Thfise requirements were previously specified in A.S.T^. Metijod P 323, except for the editorial chapges ipidf 
1542 , 

® These requirements in part were previously specified in A.S-T.M- Speeifieations p il, 

*The contraction chamber shall be not less than 13 mm. below 240 C. ' 

^ The expansion chamber or capillary extension shall permit heating to 380 C. 

■* Enlargement of the button shall be so located on the stem that the under-side of the button shall be ISO mm. from 
theiottom of the bulb; diameter of button shall be approximately 3 mm. greater than diameter of the stem. 

^ The error at 282 C. shall not exceed 1 C, (one half scale division) The error at other points of the scale shall not 
exceed 2 C. (one scale division). 

s Due to the application requirements for range and construction of this thermometer, it is not practicable to include 
reference points. Therefore, the National Bureau of Standards wiU issues report instead of a certificate for th’S 
tbennometer when submitted to the Bureau for test. 
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Standard Specifications for 
SIEVES FOR TESTING PURPOSES^ 

WIRE CLOTH SIEVES, ROUND-HOLE AND SQUARE-HOLE 
SCREENS OR SIEVES 



A.S.T^M. Designatioji: E 11 -39 
Adopted, 1939.* 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E U; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Scope 

1. These specifications cover woven- 
wire cloth sieves, round-hole screens 
(sieves) and square-hole perforated plate 
screens (sieves) for precision testing in 
the classification of materials according 
to size (mechanical analysis, fineness, 
and particle size determinations). The 
sieves covered by these specifications are 
intended for general use (Note 1). A 
method of calibrating woven wire cloth 
sieves is included as information in the 
Appendix. 

Note 1. — Some industries may possibly re- 
quire more • restricted specifications for sieves 
for special testing purposes. 

Woven Wire Cloth Sieves 
Sieve Cloth 

2. (a) Wire cloth for standard sieves 
shall be woven (not twilled, except the 


i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee E-1 on Methods of Testing. 

5 Prior to their present adoption as standard, these spec- 
ifications were published as tentative from 1925 to 1926. 
They were adopted in 1926, but withdrawn and republished 
as tentative from 1 93S to 1939, being revised in 1939. 

These specifications comprise a consolidation of 
the former Standard Specifications for Sieves for Testing 
Purposes (E 11 - 26) and for Round-Hole Screens for 
Testing Purposes (E 17 -36), which specifications were 
accordingly discontinued in 1938. 


cloth of the 62- , 53-, 44- ^ and 37-micron 
sieves) from brass, bronze, or other suit- 
able wire, and shall not be coated or 
plated, 

(5) The average opening between the 
adjacent warp and the adjacent shoot 
wires, taken separately, shall conform 
to that given in column 2 of Table 
I, within the ^^permissible variation 
in average opening’’ given in column 4. 
Column 3 gives the approximate equiva- 
lents in inches of the basic values in 
millimeters given in column 2. The 
average diameter of the warp and of 
the shoot wires, taken separately, of 
the cloth of any given sieve shall be 
within the limits given in column 6 
of Table I. Column 7 gives the approxi- 
mate equivalents in inches of the basic 
values in millimeters given in column 6, 
The maximum width of opening be- 
tween adjacent warp or shoot wires 
shall not exceed the nominal width 
of opening by more than the ^‘permis- 
sible variation in maximum opening” 
given in column 5 of Table L An 
exception may be made, in the case of 
8-in. sieves, if the total length of aU the 
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Speotications for Sieves (E 11-39) 


TABLE I.-NOMINAL DIMENSIONS, PERMISSIBLE VARIATIONS, AND LIMITS FOR WOVEN WIRE CLOTH 

OF STANDARD SIEVES. 


Size or 

Sieve Designation 

Sieve Opening j 

Permissible 

Variations 

in 

Average 
Opening, 
per cent j 

Pennissible 

Variations 

in 

Maximum 
Opening,® 
per cent 

' Wire Diameter 

mm. 

in. 

(approx. 

equivalents) 

mm. 

• in. 

(approx. 

equivalents) 

(1) 

(2) 

(3) 

(4) 

(S) 

(6) 

(7) 


Coarse Series 


(4.24.in.) 

107.6 

4,24 

±2 


h3 

5.6 

to 9.7 

0.220 

to 0.380 

4-in 

101.6 

4.00 

=1=2 

-J 

-3 

5.6 

to 9.7 

0.220 

to 0.380 

3J4“in*. 

88,9 

3.50 

=b2 

- 

-3 

5.3 

to 9.3 

0.210 

to 0.365 

S-in 

76.2 

3.00 

=1=2 

" 

-3 

4.8 

to 8.1 

0.190 

to 0.320 

23 ) 4 -in. 

63.S 

2.50 

=t:2 

. 

-3 

4.4 

to 7.1 

0.175 

to 0.280 

(2.12-m.)**. 

53.8 

2.12 

=h2 

J 

-3 

4.1 

to 6.2 

0.160 

to 0.245 

2-m 

50.8 

2.00 

db2 

1 

1-3 

4.1 

to 6.2 

0.160 

to 0.245 

iM-in. 

44.4 

1.75 

d=2 

H 

h3 

3.8 

to 5.7 

0.150 

to 0.22S 

IM-ln.. 

38.1 

1.50 

=h2 

- 

-3 

3.7 

to 5.3 

0.145 

to 0.210 

IJi-ln 

31,7 

1.25 

d=2 

J 

-3 

3.5 

to 4.8 

0.140 

to 0.190 

(1.06-in.)*-® 

26.9 

1.06 

=fc3 

- 

-5 

3.43 

to 4.50 

0.135 

to 0.177 

l-in... 

25.4 

1.00 

=1=3 

H 

hS 

3.43 

to 4.50 

0.135 

to 0.177 

3^-in .* 

22.2 

0.875 

=k3 

H 

hS 

3.23 

to 4.22 

0.127 

to 0.166 

H-in 

19.1 

0.750 

d=3 

-J 

hS 

3.10 

to 3.91 

0.122 

to 0.154 

H“in 

IS 9 i 

0.625 I 

db3 

+5 

2.74 

to 3.43 

0.108 

to 0.135 

(O.SSO-m.)*-* 

13.4 

0.530 ' 

±3 i 


-5 

2.39 

to 3.10 

0.094 

to 0.122 

H-in 

12.7 

0.500 

db3 

-t-5 

2.39 

to 3.10 ’ 

0.094 

to 0.122 

Jfi-in. 

11.1 

0.438 

±3 

-f5 

2.23 

to 2.84 

0.088 

to 0.112 

H-ln 

9.52 

0.375 

dh3 

4-5 

2.11 

to 2.59 

0,083 

to 0.102 

*/ii-in 

7.93 

0.312 

=fc3 

+5 

1.85 

to 2.36 

0.073 

to 0.093 

C0.26S-in.)*-® 

6.73 

0.265 

dh3 

+s 

1.60 

to 2.11 

0.063 

to 0.083 

M-ia. (No. 3). 

6.35 

0.250 

=fc3 

+5 

1.60 

to 2.11 

0.063 

to 0.083 


Fine Series^ 


5660 micron (No. 3H) 

5.66 

0.223 

d=3 

-f-10 

1.28 

to 1.90 

0.050 to 0.075 

4760 micron (No. 4) 

4.76 

0.187 

db3 

d-io 

1.14 

to 1.68 

0.045 to 0.066 

4000 micron (No. 5) 

4.00 

0.157 

dz3 

-{-10 

1.00 

to 1.47 

0.039 to 0.058 

3360 micron (No. 6) 

3.36 

0.132 

=t3 

4-10 

0.87 

to 1.32 

0.034 to 0.052 

2830 micron (No- 7) 

2.83 

0.111 

=h3 

■flO 

0.80 

to 1.20 

0.031 to 0.047 

2380 micron (No. 8) 

2.3S 

0.0937 

=1=3 

-hio 

0.74 

to 1.10 

0.0291 to 0.0433 

2000 micron (No. 10) 

2.00 

0.0787 

=k3 

-flO 

0,68 

to 1.00 

0.0268 to 0.0394 

1680 micron (No. 12) 

1.6S 

0.0661 

dbS 

+10 

0.62 

to 0.90 

0.0244 to 0.03S4 

1410 micron (No. 14) 

1,41 

0.0555 

db3 

+ 10 

0,56 

to 0.80 

0.0220 to 0.0315 

1190 micron (No. 16) 

1.19 

0,0469 

=b3 

+10 

0.50 

to 0.70 

0.0197 to 0.0276 

1000 micron (No, 18) 

1.00 

0.0394 

i d=5 

+15® 

0.43 

to 0.62 

0.0169 to 0.0244 

840 micron (No. 20) 

0.84 

0.0331 

dbS 

+15® 

0.38 

to 0.55 

0.0150 to 0.0217 

710 micron (No. 25)..., 

0.71 

0.0280 

=fc5 

+15® 

0.33 

to 0.48 

0.0130 to 0.0189 

590 micron (No. 30) 

0.59 

0.0232 

dbS 

+15® 

0.29 

to 0.42 

0.0114 to 0.0165 

500 micron (No. 35) ! 

0.50 

0.0197 

±5 

+15* 

0.26 

to 0.37 

0.0102 to 0.0146 

420 micron (No. 40) 

0.42 

0.0165 

±5 

+25® 

0.23 

to 0.33 

0.0091 to- 0.0130 

350 micron (No. 45) 

0.35 

0.0138 

d=5 

+25® ' 1 

0.20 

to 0.29 

0.0079 to 0.0114 

297 micron (No. 50) 1 

0.297 

0.0117 

drS 

+25® 

0.170 to 0.253 

0,0067 to 0.0100 

250 micron (No, 60) 

0.250 

0.0098 

d=5 

+25® 

0.149 to 0.220 

0.0059 to 0.0087 

210 micron (No. 70) 

0.210 

0.0083 

=kS 

+25® 

0.130 to 0.187 

0.0051 to 0.0074 

177 micron (No. 80) 

0.177 i 

0.0070 

±6 

H 

f-40® 

0.114 to 0.154 

0.0045 to 0.0061 

149 micron (No. 100). 

0.149 

0.0059 

=b6 

H 

-40® 

0.096 to 0.125 

0.(X)38 to 0.0049 

125 micron (No. 120) ... 

0.125 

0.0049 

zt6 

H 

-40® 

0.079 to 0.103 

0.0031 to 0.0041 

105 micron (No. 140) 

0,105 

0.0041 

=1=6 

H 

-40® 

0.063 to 0.087 

0.0025 to 0.0034 

88 micron (No. 170) ..... 

0.088 

0.003S 

±6 

H 

h40® 

0.054 to 0,073 

0.0021 to 0.0029 

74 micron (No. 200) 

0.074 

0.0029 

±7 


i-60« 

0.045 to 0.061 

0.0018 to 0,0024 

62 micron (No. 230) — 

0.062 

0.0024 

±7 


-90® 

0.039 to 0.052 

O.OOIS to 0.0020 

53 micron (No. 270) 

0.053 

0.0021 

±7 

- 

-90® 

0.035 to 0.046 

0.0014 to 0.0018 

44 micron (No. 325) 

0,044 

0.0017 

zh7 

-J 

-90® 

0.031 to 0.040 

0.0012 to 0.0016 

37 micron (No. 400) 

0.037 

0.0015 

±7 

- 

f-90® 

0.023 to 0.035 

0.0009 to 0.0014 


^ The five sieves marked in the first column with a double asterisk (*•) may be used instead of the 4-in., 2-m„ 
1-in., K"in., and M-in* sieves when it is desired to have a series of sieves nesting with the Fine Series and continuing 
that series with the 1 ratio. All of the other sieves listed above are in a v *2 ' I ratio with the Fine Series within the 
limit of the specified permissible variations. Care should be taken in designating the five sieves marked with the dou- 
ble asterisk; they should not be designated as 4-in., 2-m., l-in., H-in-* and but as 4.24-in., 2.12-in., 1.06-in., 

0.S30-in., and 0.26S-m. (or by the manufacturer’s nominal values, for example, for the last three l.OSO-in., O.S25-in., and 
0.263-m). ■ ' 

® For sieves from the 1000-micron (No. 18) to the 37-micron (No. 400) size, inclusive, not more than S per cent of the 
openings shall exceed the nominal opening by more than one-half ©f the permissible variation in miucimum openlnf . 

** See Note 2, Section 2* ' . 
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portions of rows of openings exceeding 
this maximum width is less than 4 in. in 
both the warp and the shoot directions, 
considered separately, and provided that 
the sieve is not rejected under Paragraph 
(i). For sieves from the lOOO-micron 
(No. IS) to the37-micron (No. 400) size, 
inclusive, not more than 5 per cent of 
the openings shall exceed the nominal 
opening by more than one-half of the 
permissible variation in maximum open- 
ing. 

(c) Both the warp and shoot wires 
shall be crimped in such a manner that 
they will be rigid when in use . 

(d) There shall be no punctures or 
other obvious defects in the cloth. 

Note 2. — ^The micron designation of the fine 
sieve series represents a strong trend among 
users of precision sieves toward the use of the 
micron terminology in reporting particle sizes. 
The openings of successive sie^^es of the fine 
series progress in the ratio ^2 :1, and in se- 
lecting sieves from this series it is customary 
to take each sieve in a given range, every alter- 
nate sieve, or every fourth sieve. 

Standard S-in. Sieve Frames 

3* (a) Sieve Frames for Coarse Series . — 
Sieves of the coarse series having nominal 
openings of less than 1 in. may have 
frames of the standard 8-in. size (see 
Section 3 (6)) or may have larger 
frames as may be specified in individual 
cases. Frames for sieves of the coarse 
series having nominal openings of 1 in. 
or more may be made of either hard- 
wood or metal and may be square, 
rectangular, or circular, as specified, 
■a size larger than 8-in. being recom- 
^ mended. Frames, covers, and pans of 
the standard 8-in. size shall be made of 
brass, unless otherwise specified. 

, Note Zi Special *S*e®e5,-"These, specifica- 
tions do not preclude the use of special sieves 
for special purposes, as for example sieves hav- 
ing a ■diameter other than 8 in. or the nesting 
sieves for field use. When such sieves are. used, 
in place of the standard S-in. sieve, the cloth 

the sieves should be required' to conform to 


these specifications. . The use, of other ..than 
standard 8-in. sieves where these standard 
sieves could be used should be discouraged, m 
the results are not necessarily comparable., , 

(6) Sieve Frames for Fine Series.-— 
Frames for all sieves of the fine, series 
shall be the standard S-in. size,' except : 
that frames 3 in. in diameter may: be 
used in the case of sieves No. 100 and 
finer, used primarily in the testing of 
paint pigments. The standard framos 
shall be circular, 8 in. (20,32 cm.) in 
diameter. The height of the sieve from 
the top of the frame to the cloth shall 
be either about 2 in. (5 cm.), or 1 in. 
(2.5 cm.). Sieves having a 'height of 
2 in. (5 cm.) shall be designated as full- 
height sieves; those having a height of 
1 in. (2.5 cm.) as half-height sieves. 
The permissible variation on the mean 
inside diameter in. below the top of 
the sieve shall be plus ^ in. The bot- 
tom of the sieve or ‘^sieve skirt’’ shall 
be so constructed as to have an easy 
sliding fit in any sieve conforming to the 
above permissible variations and in no 
case shall this outside diameter be less 
than 7.970 in. nor more than 8.000 in. 
Pans and covers shall be so made as to 
be interchangeable with standard sieves. 

(c) Mounting of Cloth in Frame . — 
The cloth shall be mounted on the frame 
without distortion, looseness, or wavi- 
ness. To prevent the material being 
sieved from catching in the joint be- 
tween tlie cloth and the frame, the joint 
shall be smoothly filled with solder or so 
made that the material will not catch. 

Three-Inch Sieves 

4. (a): Sieves. 3 in. in diameter, used 
for testing paint pigments, shall be made 
from standard wire cloth No, 100 or 
finer. The sieve frames shall be circu- 
lar, about 3 in. (7.6 cm.) in; inside di- 
ameter, and shall not vary from this by 
more than plus or minus 0.16 in. (0.4 cm). 
The depth of the sieve from the top of 
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the frame to the cloA shall not be less 
than , 0.75' in. ( 1 ,9 cm.) . 

(S) The frames shall be constructed 
of first quality sheet brass in such a 
nrniiner as to be permanently rigid. To 
prevent the material being sieved from 
catching in the joint between the cloth 
and . the framcj the joint shall be 
smoothly filled with solder or so made 
that the material will not catch. 


for standard 8-iii . laboratory ^ screens 
shall conform to the requirements speci- 
filed in Section 'd for woven , wire-cloth 
sieves. Frames for large screens may 
be made of either hardwood or metal and 
may be square^ rectangular, or circular^ 
as specified. For screens having circu- 
lar openings 1 in. in diameter or larger, 
frames larger than 8 in. in diameter are 
recommended. 


Labe!' Marking 

5. Each sieve (except the 3-in. sieve) 
shall bear a label marked with the 
following information: the designation 
of the sieve (the nominal size of the 
opening in inches for the coarse series, 
and the micron designation or the U. S. 
Standard Sieve Series Number for the 
fine series), the name of the series (for 
example, S. Standard Sieve Series,’^ 
‘‘American Standard Series,” or a spe- 
cific manufacturer’s series), the name of 
the manufacturer or responsible distrib- 
utor, and the opening in inches and 
millimeters. 

Note 4. — The requirements prescribed in 
Section 5 shall not be considered as requiring 
that the opening in inches be given twice on 
the labels for sieves of the Coarse Series, or 
that the opening in millimeters be given in 
addition to the micron designation on the labels 
for sieves of the Fine Series. 

Roxjnd-Hole Plate Screens 
(Sieves) 

Plates 

6'. Plates used in the manufacture of 
round-hole screens shall be made of 
brass, bronze, steel, or other rigid metal. 
Thickness of plates shall be governed by 
size of openings as well as screening 
area of screens and shall conform to the 
requirements prescribed in Table II. 

Type of Frame 

7. Frames for laboratory screens shall 
be at least 8 in. in diameter. Frames 


TABLE II.-THICKNESS OF PLATES FOR ROUND- 
HOLE SCREENS. 


Screening 
Area, 
sq. in. 

Diameter of Open- 
ing, in 

Thickness of Plate, 

in,.' ■■ 

Mini- 

mum 

Maxi- 

mum 

Under ICX) 

All sizes. 

0.049 

0.066 

100 and over 

and K 

0.049 

0.066 


to mcL... .. . 

0.060 

0.100 


3 and 3,V^ 

0.075 

0.130 


4 and 5 

0.105 

0.160 


6 and 8. 

0.120 

0.175 


Spacing of Openings 

8. (a) Spacing of openings shall con- 
form to the following requirements: 


Nominal 
Diameter 
of Oj^ening, 
in. 

A"- • 
i-. 
i.. 

1-. 


Nominal Width of 
Metal Between 
Adjacent Open- 
ings, in. 

A 


A 

A 


I — ^ 

£ i 

i i 

1 I 

U i 

U.... i 

2 i 

21.. . i 

3 I 

H i 

4.. ........... i 

5.. .. 1 

6 .. ... ............. 1 

8 .... ............... 1 


(6) The openings shall be so arranged 
that their centers lie at the vertices of 
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triangles whlch are approximately equi- 
lateral within the limits given by the 
permissible variations in width of metal 
and diameter of opening. 

Permissible Variations, for Openings and 
Spacings ' 

9. (a) For screens ' having openings 
in. or less in diameter^ the actual di- 
ameter of any opening shall not vary 
from the nominal diameter by more than 
plus or minus S per cent. 

(b) For screens having openings over 
J in. in diameter, the actual diameter of 
any opening shall not vary from the 
nominal diameter by more than plus or 
minus 3 per cent. 


(c) The width of metal between the 
adjacent openings in the screen plate 
shall not vary from the nominal value 
given in Section 8 (a) by more than plus ' 

or minus 20 per cent. 

Square-Hole Plate Screens 
(Sieves) 

Square-Hole Screens 

10. Where sc|uare-hole plate screens 
are specified for use, the . openings 
shall be the same as the openings of 
woven wire cloth sieves, but in other 
respects, except for the arrangement 
of the openings, they shall conform to 
the requirements for round-hole screens 
specified in Sections 6 to 9, 


APPENDIX 


Method of Calibrating Woven Wire Cloth Sieves 


Al. The first test of any sieve should be to 
determine whether it conforms to the specifica- 
tions. If a suitable standard of powdered or 
granular material is available for a fineness test, 
that test is advisable as an additional means of 
calibration. Pieces of unmounted sieve cloth 
should be tested in sections of a size suitable 
for mounting in the sieve frames. In some 
cases it may be desirable to make a detailed 
systematic microscopic test of the sieve, plotting 
the frequency of occurrence of different sizes ^ 
of openings across the sieve, rejecting, if neces- 
sary, a sieve found to have an excessive non- 
uniformity of sizes of openings for the particular 
purpose for which the sieve is to be used. 

A2. The diameters of the openings of the 
round-hole screens should be measured by 
means of an accurate steel rule or by other 
suitable means. The use of “paddle gages” 
(fiat plug gages) or of tapered pin gages is 
recommended for checking these openings more 
precisely. 

A3. To determine whether a sieve conforms 
to the foregoing specifications, the apparatus 
used may be of the general type as described 
below and in the National Bureau of Standards 
Letter Circular 72, July 26, 1922, and the., test.' 
method may follow the procedure herein de- 
’ scribed: 

The apparatus consists of a light-tight box 
about 40 cm. square and 1 m. in length, 
with a microscope mounted on one end and 


a ground-glass plate 2 mm. in thickness on 
the other end. The source of illumination is 
a microscope illuminator containing a con- 
centrated filament lamp, 6 v., 108 w., connected 
through a transformer to a 110-v. alternating 
current supply circuit. The light passes 
through a lens in the end of the illuminator 
and is focused on the objective of the micro- 
scope. After passing through the microscope 
it diverges to the ground glass plate which is 
mounted with the ground side in. A 50-cm. 
steel scale is mounted against the inner face 
of the ground-glass plate in such a way that 
the graduations of the scale may be seen through 
the glass. The position of the scale allows a 
direct reading on the edges of the image cast 
by the wdre of the sieve and avoids parallax 
due to the thickness of the glass. By oiling 
the ground surface slightly, the visibility is 
greatly increased without diminishing the dis- 
tinctness of the image. 

A frame for holding the sieve is placed on a 
platform so arranged as to permit a lateral mo- 
tion of about 8 in., and also motion at right 
angles for focusing. Long rods, extending to 
the end of the apparatus at w'hich the observer 
is seated, enable the observer to move the sieve 
without leaving Ms place, the lateral motion 
being accomplished by means of a rack and 
pinion and the focusing by the use of beveled 
gears. If the frame were also provided with a 
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vertical . 'motion,, tlie . utility . of the apparatus 
would be. increased,' A green glass filter is 
placed between the ' lamp and the condensing 
lens. The filter relieves eye strain very con- 
siderably and practically eliminates the color 
bands otherwise appearing on the edges of the 
image. 

In use, the sieve is mounted in its holder on 
the focusing platform, between the illuminator 
and the. objective of the microscope, and is 
focused, by the observer until , a sharp image is 
seen on the ground glass. Measurements are 
then taken in millimeters by reading the posi- 
tions on the steel scale where the two edges 
of the image of the wire cross it, a reading glass- 
being sometimes used. The sieve is then 
moved across the field, readings being taken at 
several places on the cloth, until the whole 
diameter of the sieve has been traversed, care 
being taken at the same time to watch for the 
uniformity of spacing and to measure any ex- 
cessively large openings. The sieve is then 
rotated through 90 deg. and the process re- 
peated. 

The magnification of the apparatus may be 
determined by means of a calibrated stage 
micrometer. 

By using a microscope having a tube about 
15 cm. long and an eyepiece with a magnifying 
power of approximately eight diameters, to- 
gether with a 16-mm. objective, a magnification 
of about 250 diameters is obtained. 

The National Bureau of Standards has found 
by experience that in testing sieves for con* 
formity to standard specifications, the most 
reliable results are obtained by measuring the 
wire diameters and determining the number of 
wires per centimeter, and then computing the 
average opening. From five to ten wires, 
sometimes more, are measured depending upon 
the uniformity of diameter of the wire, the close- 
ness of the measurements of the cloth to the 
limits permitted by the permissible variations, 
and the experience of the observer. Four 
measurements are made on each wire. Large 
openings are measured at the same time. 

Magnifications found suitable and convenient 
; at the National Bureau of Standards are: 


Sieves Magnifi- 

cations 

590 micron (No. 30) and coarser 45 

5(K) to 250 micron (Nos. 35 to 60), incl 90 

210 to 37 micron (Nos. 70 to 400), incl. 250 


Greater magnifications would be feasible if the 
distance from the microscope to the ground- 
glass plate were increased, provided the optical 
parts of the microscope were of sufficient quality. 

In making all measurements, the readings 


of the steel scale are estimated and recorded 

to 0.1 mm. 

The most generally used method of deteiniin- 
ing iht mesh of the sieve is by means of what is 
sometimes known as **picket-fence interference,*? 
also the ^‘moire effect.” For the No. 200 sieve, 
a glass scale is accurately graduated with 200 
lines to the inch, the opaque lines being about 
equal in width to the space between the lines. 
The exact number of lines per unit length is 
immaterial, however, provided the graduation 
is uniform and the exact number per unit length 
is known. When a scale such as this is laid on a 
piece of woven wire cloth having a mesh per unit 
length approximating the number of lines per 
unit length on the scale, and a strong light is 
placed beneath, dark bands will appear which in 
a unit length are equal in number to the diff erence 
between the mesh of the cloth and the gradua- 
tion of the scale. If the scale is moved length- 



Fig. 1 — Method of Selecting Openings for 
Plotting of Different Sizes of Openings (see Para- 
graph A4). 

Only the indicated openings are measured, 

wise, in a direction perpendicular to the lines, 
the dark bands will also move. If these bands 
move in the same direction as the motion of the 
scale, the mesh of the sieve is less, if the motion 
is in the opposite direction, the mesh is greater 
than the number of lines on the scale. If some 
bands move in one direction and some in the 
other, the number moving in each direction 
must be counted separately, and the algebraic 
sum taken as the number of bands. For sieves 
840 micron (No. 20) to 210 micron (No. 70), 
inclusive, the best results are obtained with a 
transparent line about the width of a wire 
diameter ruled on an opaque background. For 
sieves coarser than these it is usually necessary 
to count the fringes by the aid of a hand lens 
using a steel scale as the standard. Scales 
should be calibrated before being used in testing 
sieves. 

The limiting values for average opening and 
for maximum opening are found by multiplying 
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tte DomiBal values in coknm 2 ' of Table I 
by the permissible variations expressed in per 
cent (columns 4 and S of Table I)-— considered 
as exact figures followed by zeros after the 
decimal point— and rounding ofi the result to 
the same number of decimal places as given in 
column 2 of Table I. 

A4. If it is desired to plot the frequency of 
occurrence of different sizes of openings across 
the sieve, 100 openings in the sieve should be 
measured in a diagonal direction across the 
sieve, then 100 openings are measured in a 
diagonal direction at right angles to the first. 
Six fields are chosen in each direction, and in any 


one field the diagonal method of meMurement is 
used as illustrated .in Fig, 1 

Each opening is measured between the warp, 
wires and also between the shoot wires; the 
warp readings and the shoot readings are, sepa- 
rately tabulated and plotted. 

AS. The National Bureau of Standards ac- 
cepts sieves for test to determine conformity to 
specifications. 

A6. Glass scales such as are described, above 
may be obtained from: Bausch & Lomb' Optical 
Co., Rochester, N. Y,, and Keuffel & Esser Co., 

Hoboken, N.J. 


Presentation of Data 


A7. Sieve tests should be presented in 
tabular or graphical form in terms of the nominal 
sieve opening and the percentage by weight. 
For purposes of comparison the cumulative 
percentage undersize will be accepted as stand- 
ard. This does not preclude the representation 
of percentages on individual sieves, provided 
the sieve interval is clearly specified as plus 
one sieve number and m inus another, or as 
between two sieve apertures. Graphical repre- 


sentation may include the use of logarithmic 
scales, probability paper, etc., to emphasize 
specific characteristics of shape. 

AS. The presentation of data for round-hole 
screens should foHow the same general proce- 
dure as that specified in Paragraph A7 of this 
Appendix for square apertures, but in all cases 
the term diameter should be applied to the 
size of the opening. 
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Standard Methods of 
VERIFICATION OF TESTING MACHINES^ 



A.S.T,M* Designation: E 4 -36 

Adopted, 1936.® ' 

Re approved in 1942 Without Change. 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 4; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

The accuracy of a testing machine should 
not be confused with sensitiveness. For ex- 
ample, a testing machine might be very sensi- 
tive, that is, it might indicate quickly and 
definitely small changes in the load, but, never- 
theless, be very inaccurate. On the other hand, 
the accuracy of the results is, in general, limited 
by the sensitivity. 


Scope 

1. These methods cover procedures 
for the verification of testing machines 
by means of standard calibrating devices. 

Definitions 

Definitions 


2. (a) Testing Machine . — A mechani- 
cal device for applying a load (force) to 
a specimen. 

Note. — Usually the magnitude of the load 
can be changed at the will of the operator. 
Many testing machines are arranged to measure 
the load, but this is not always the case, espe- 
cially with impact machines and machines for 
testing ductility. 

(&) Accurate , — A testing machine is 
said to be accurate if the indicated load 
is within the specified permissible varia- 
tion from, the actual load. 

Note. — The word “accurate” applied to a 
testing machine shall be used without numerical 
values, for example, “An accurate testing ma- 
chine was used for the investigation,” 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S,T.M 
Committee E-1 on Methods of Testing. 

* Prior to their present adoption as standard, these 
methods were published as tentative from 1923 to 1924, 
being revised in 1924. They were adopted in 1924, but 
withdrawn and republished as tentative from 1933 to 1936, 
being revised in 1934, 193S, and 1936. Editorially revised 
and rearranged in 1939. 


(c) Error . — In the case of a testing 
machine, the value obtained by sub- 
tracting the correct value of the quantity 
measured (usually load) from the indi- 
cated value as given by the testing 
machine. 

Note.— The error may be positive or nega- 
tive. 

The word “error” shall be used with nu- 
merical values, for example, “At a load of 30,000 
lb. the error of the testing machine was 15 lb.” 

(d) Percentage of Error— In the case 
of a testing machine, the ratio, expressed 
as a percentage, of the error to the cor- 
rect value of the quantity measured. 

(e) Correction . — In the case of a test- 
ing machine, the value obtained by 
subtracting the mdicated' value from the' 
correct value of the quantity measured. 

Note.— T he correction has the same magni- 
tude as the error but the opposite sign. It is 
recommended that, except for special cases, no 
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corrections be used ■ on maclimes tested and 
found to. have errors ■ witH.ii ' the permissible 
¥a, nations given in these methods, 

(f) Permissible VariaMon. — In the 
case of a testing .machine^ the maximum 
allowable error in the value of the 
quantity indicated. 

Note.— I t is convenient to express permis- 
sible variation in terms of percentage of error. 
The numerical value of the permissible variation 
for a testing machine is so stated hereafter in 
these methods. 

(g) Loading :■ Range. — The loading 
range of a testing machine or of an 
appa,ratus for calibrating a testing ma- 
chine is the range of indicated loads for 
which the testing machine or the cali- 
brating apparatus gives results within 
permissible variations specified. 

(h) Elastic Calibration Dtmce . — An 
elastic calibration device for use in 
verifying the load readings of a testing 
machine consists of an elastic member to 
which loads may be applied combined 
with a mechanism for indicating the 
magnitude of deformation under load. 

Methods for Verifying Testing 

Machines that Measure, Load 

Advantages and Limitations of Different 

Methods 

3. Four methods of verifying testing 
machines are listed in this standard, as 
follows: 

{a) Verijicaiion ly Standard Weights. 
—Verification by the direct application 
of standard weights to the weighing 
mechanism of the testing machine, 
where practicable, is the most accurate 
method. Its limitations are (i) the 
small range of load which can be covered, 
{2) the nonportability of any large 
amount of standard weights, and (3) its 
nonapplicability to horizontal testing 
machines or to vertical testing machines 
whose weighuig mechanisms are attached 
to their upper platens. 


{b) Verification by Prmdng Lmers . — 
Verification by .the use of standardized 
proving levers loaded' with standard 
weights rani:.s seco.Ed, ,in accuracy. , Its 
limitations are (1) the, .fact .that the 
range of load possible with proving, 
levers, while greater than with standard 
weights, is not great enough to cover the 
capacity range of large testing machines, 
and (2) the inconvenience of transporta- 
tion of proving levers and ' standard , 
weights for verifying large testing ' 
machines. 

(c) Verification by Elastic .Calibra- 
tion Device. — Verification by the use of 
an elastic calibration device ranks third 
in accuracy. It is free from the limita- 
tions of the methods referred to in 
Paragraphs (a) and (b). 

(d) Verfication by Comparison 
Method. — Verification by a comparison 
of the tensile strength of test specimens 
(“companion specimens*’) cut from the 
same piece of metal, is distinctly less 
accurate than the three methods referred 
to in Paragraphs (u), (&), and (r), and 
should be used only when none of the 
other methods are available. If the 
results of a verification test by the com- 
parison method fail to agree with the 
results of a verification test by any of 
the other three methods, the results 
given by the comparison method shall 
be discarded. 

Method of Applying Load 

4. In the verification of a testing 
machine, the loads shall be applied in 
ascending order. 

Note. — F or any testing macbine (particu- 
larly for certain types of machines in which the 
load-indicating device is actuated by a Bourdon 
pressure tube, a hydraulic (or steam-engine) 
indicator, or other device depending on the 
elastic properties of a material, or for machines 
in which the load is measured by measuring the 
pressure in a hydraulic jack), the errors ob- 
served at corresponding loads taken first by in- 
creasing the load to the test load and then by 
decreasing it to the test load may .not agree. 
Testing machines are usually used under in- 
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creawng loads, but if a: testing macHne is to be 
used under decreasing, loads it should be cali- 
brated under decreasing loads as well as under 
Increasing loads. 

Selection of Test Loads 

5. For any loading range,, the testing 
ma, chine shall be verified by at least five 
test loads (except for testing machines 
designed to measure only a smaller 
number of definite loads, such as certain 
hardness testing machines)- The differ- 
ence between any two successive test 
loads shall not exceed one-third of the 


along the axis of the testing machine 
as is possible. ■ 

Note. — The effect of eccentric load on the 
accuracy of a testing machine may be. deter- 
mined by calibration readings taken with 
proving levers or an elastic calibration device 
placed so that the resultant load is applied at 
definite distances from the axis of the machine, 
and the loading -range determined for a series 
of eccentricities. In the case of testing ma- 
chines. in which the load reading depends on the 
hydrostatic pressure in a cylinder fitted with a 
piston, the effect of eccentricity of loading is 
most serious when the piston is at the extreme 
outward position allowable. 


Cross- head of l&sHng Machine 



difference between the maximum and 
minimum test loads. 

Note, — A testing machine may have more 
than one loading range. For instance, a 
100,0004b. capacity testing machine may have 
one loading range from 5000 lb. to 40,000 lb. 
and a second loading range from 55,000 lb. to 
100,000 lb. Section 4 requires that the machine 
must be verified by at least five test loads 
between 5000 lb. and 40,000 lb. and also that the 
machine must be verified by at least five test 
loads between 55,000 lb. and 100,000 lb. 

Eccentric Loading ' 

6. For the purpose of determining the 
loading range of a testing machine, aU 
calibration loads shall be applied so that 
the resultant load shall be as nearly 


Verification hy Standard Weights 
Procedure 

7. Standard metal weights of suitable 
design, finish, and adjustment shall be 
placed on the weighing platform of the 
testing machine or upon trays or other 
supports suspended from the load- 
measuring mechanism in place of the 
specimen. The weights shall be applied 
in increments and removed in the re- 
verse order. They shall ' be ' arranged 
symmetrically with respect to the weigh- 
ing platform, so that the center of grav- 
ity of the load lies in the vertical line 
through the center of the platform. 
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The applied load and the Indicated load 
shall be recorded for ■ each test load 
applied^ and the ■ error calculated from 
these data. 

Note. — The method of verification by 
standard weights can be used only on vertical 
testing machines. The total load is Mmited by 
the size of the platform and the number of 
weights available. Often 20 weights of SO lb. 
each are usedj a total of 1000 lb. 

This method of verification is seldom used 
for any but small testing machines, as the 
loading range does not include the loads for 
which large machines are used. 

Verificaiion by Standardized Proving 
Levers 

Levers 

8. (a) The arrangement of proving 
levers for verifying testing machines is 
shown in Fig. L The two levers rest on 
supports on the weighing platform of 
the testing machine. These supports 
shall move easily in a horizontal direc- 
tion, which insures that the forces at 
each of the knife edges shall be very 
nearly vertical. The inner knife edges 
in each lever bear against a suitable 
block in the movable head of the testing 
machine. Weight trays or hangers are 
suspended from each of the outer knife 
edges and these trays or hangers are 
loaded with standard weights. The 
increment of load put on the testing 
machine by the standard weights is the 
amount of standard weights multiplied 
by the lever ratio m/n, Fig, 1. 

(b) The knife edges, as well as their 
supports, shall be of hardened tool steel. 
The knife edges shall be ground sharp 
to an angle of 90 deg.- The load on any 
knife edge shall not exceed 7000 lb. per 
linear inch. The three knife edges in 
each lever shall be parallel, and their 
edges shall lie in a plane. Each lever 
shall have machined surfaces, in this or 
in some parallel plane, upon which a 
spirit level can be placed- 


Verification ol Leven 

9. The lever ratio of a proving lever 
shall be determined by the use of at least 
three test loads; the amount of weights, 
used shall not be less than the maximum, 
load applied upon one of the arms of a 
lever in using the levers to verify testing., 
machines. The proving lever shall be 
balanced over its center knife edge with' 
suitable weight trays suspended ftom the 
end knife edges. Standard weights shall 
then be applied to the trays in three 
steps, corresponding approximately .to 
50 , 75 , and 100, per cent of the weights 
available, and the proving lever shall 
then be brought to a balance by the use 
of small weights and by observations of 
the freely swinging proving lever. From 
the weights in the two weight trays the 
lever ratio shall be calculated. 

Procedure 

10 . The proving levers shall be placed 
symmetrically in the testing machine 
to be verified, and both levers shall be 
brought as near to a horizontal position 
as is feasible, after applying each incre- 
ment of load, by means of the movable 
head of the testing machine. The test- 
ing machine shall be balanced with the 
levers in place and the weight trays 
empty. Standard weights shall be ap- 
plied (or removed) in increments, half 
an increment in (or from) each tray. 
The weights shall be placed symmetri- 
cally on the weight trays, with the center 
of gravity of the weights over the center 
of the tray. The applied load and the 
indicated load shall be recorded for each 
test load applied, and the error calcu- 
lated from these data. 

Note. — The use of staiidard,ized proving 
levers on horizontal testing machines involves 
the use of bell crank levers. They require 
special methods of determination of lever ratio, 
which have not yet been codified in A.S.T.M. 
standards. Proving levers for vertical testing 
machines are now available up to SO, 000-lb. 
capacity. 
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Venficaiion -hy : Means ' of an Elastic 
Calibration Deoic^ 

Design and Workmanship 

11. An elastic calibration device 
should be so designed and constructed 
that its accuracy is not in danger of 
being impaired by handling, shipping, 
or ordinary use, and so that parts sub- 
ject to damage, replacement, or removal 
for storage and shipment can be replaced 
without impairing the accuracy of the 
device. 

Note. — This section is nonquantitative in 
its requirements. It is placed in the method 
for the purpose of calling attention to the fact 
that an elastic calibration device, if improperly 
designed and constructed, may, like any other 
delicate measuring instrument, be damaged and 
rendered inaccurate by handling and shipping. 

ShacMes and Bearing Blocks 

12. An elastic calibration device shall 
be provided with shackles, bearing 
blocks, or any other necessary fixtures 
through which the load is to be applied 
to the calibration device. All such 
fiixtures should be so designed and con- 
structed that when placed in a testing 
machine in reasonably good condition 
there shall be no variation of reading 
in excess of permissible variations, due 
to imperfections in the bearing blocks 
or in the motion of the head of the 
testing machine. 

Note.— -This section is nonquantitative in 
its requirements. It is placed in the method for 
the purpose of caUing attention, to the fact that 
poorly designed loading fixtures can render 
inaccurate the readings of an elastic calibration 
device. 

Graduation of Scale 

13. {a) The scale of the indicating 
mechanism shall be uniformly graduated. 
The distance between any two gradua- 


*Tbe term ^‘calibration device*' shall be intenpreted 
to include solid bars, hollow bars, elastic loops, anti other 
members whose elastic deformation can be measured. 


tion lines, dots, or other dividing marks 
(or between their images, if a viewing 
system with a definite optical . magni- 
fication is used), shall be not less than 
0.035 in. 

{b) The difference between the posi- 
tion of any graduation line and its correct 
position on the scale shall not exceed 
one , twentieth of the distance between 
two adjacent graduation lines. For 
scales on a circular dial, when successive 
lines are set to one fixed index line, the 
positions of successive graduation lines 
nearly diametrically opposite, referred 
to another fixed index line shall differ 
from each other by (i) not more than 5 
per cent of the smallest division of the 
dial, or {2) not more than 0.1 per cent 
of the minimum load in the loading range 
of the instrument, if {2) be larger 
than (i). 

(c) The change of load necessary to 
cause a relative movement of 0.1 in. 
between the index line and the scale (or 
its image if a viewing system with a 
definite optical magnification is used) 
shall not exceed 1 per cent of the capacity 
load of the instrument. 

Label Showing Manufacturer, Number, 

and Capacity 

14. The manufacturer’s name, the 
capacity load, and the serial number of 
the device shall be legibly marked on 
some part of the instrument. 

Temperature Equalization ' 

15. When using an elastic calibration 
device to verify the load readings of a 
testing machine, the device should be 
placed near, or preferably in, the testing 
machine a sufficient length of time before 
the test so that the device and the test- 
ing machine shall be at very nearly the 
same temperature. 
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Elimination of Small Temperature 

Effects' Due to Stress 

16. To mmimize errors due to tem- 
perature effect of stress and, pseudo- 
elastic action, the time schedule followed 
when verifying an elastic device which 
is loaded in axial tension or compression 
shaE be reported; and the same time 
schedule, 'Within limits stated in the re- 
port,, shall be followed' when using the 
device to calibrate a testing machine. 

Primary Standards for Elastic Calibfa- 

tion Devices 

17. (a) For loads not exceeding 
100,000 lb., an elastic calibration device 
shall itself be calibrated by applying 
dead weights known to be accurate with- 
in 0.02 per cent. 

(5) For loads exceeding 100,000 lb., 
an elastic calibration device may be cali- 
brated by another elastic calibration 
device or by a combination of several 
elastic calibration devices, or by proving 
levers^ and dead weights. In this case 
the calibrating load applied shall be 
known to be accurate within 0.1 per cent. 

Preliminary Cyclic Loading 

18. Before taking readings for the 
formal verification of an elastic calibra- 
tion device by means of dead weights or 
other primary standards, the device 
shah be subjected to a series of cyclic 
loads varying from a minimum load 
not greater than 2 per cent of the capac- 
ity load of the device to a maximum 
load not less than 5 per cent nor more 
than 10 per cent above the nominal 
capacity load. 

Routine in Calibration of Elastic Cali- 
bration Device 

19. For any range of test loading 
which may be applied in calibrating an 
elastic calibration device, there shaE be 

< The term “proving levers’* is not to be interpreted as 
allowing the use of the lever system of a compound lever 
testing machine or of a platform scale as a part of a pri- 
mary standard. 


applied 'at least eight test loads, and. the 
difference between any two successive 
test loads shall not exceed, one-fifth .of" 
the difference betw^een ,the i][i.mimum. and 
the maximum test loads. The series of 
test loads shall be applied to the elastic 
caEbration device at least three times, 
and the shackles or bearing blocks shall 
be readjusted before each application ' of 
a series of loads. 

■Note. — If tbe ma,giiitude of deformation of 
the elastic calibration device is measured with a 
self-indicating dial micrometer or dial indicator, 
the elastic calibration device .shall be used only 
at the test .loads for which it has itself , been 
calibrated by comparison with a primaiy stand- 
ard. It shall be used only when the deforma- 
tion measuring apparatus is so adjusted that 
the no-ioad reading of the device is nearly equal 
to the no-load reading observed during the 
calibration of the elastic calibration device. 

Permissible Variations for Elastic Cali- 
bration Device 

20. (a) For ordinary use, the loading 
range of an elastic calibration device 
shaU be that range of load within which 
any reading under an applied load shaE 
not differ from the average of at least 
three readings under the same load by 
more than one-fifth of 1 per cent.^ 

(b) The report of the verification of 
the elastic calibration device shall also 
state the loading range within which 
no reading varies from the average of at 
least three readings under the same load 
by more than one- tenth of 1 per cent.. 
This range shall be designated as the 
Precision Loading Range for the device- 

Temperature Correction for , : Elastic 

Calibration Device 

21. In using an elastic calibration de- 
vice made of steel with not' more than 
5 per cent of alloying elements, a fairly 
accurate correction for variation in 
temperature may be made on the basis 

» This means that the report of a standardizing labora- 
tory on an elastic calibration device will state mikin 
what loading range it may be used, rather than reporting a 
blanket acceptance or relection of the device. This 
follows the practice recommended for testing machines. 
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that.:, the modulus of elasticity in tension 
or ' compression ■■ (or ' flexure) diminishes 
by 0.015 per cent for each degree Fahren- 
heit increase in temperature. For other 
metals j if the change in the modulus of 
elasticity with temperature is known, a 
correction for temperature should be 
applied to the readings of the instrument. 
During any calibration of a testing 
machine with an elastic calibration de- 
vice, , or during the ■ calibration of the 
device itself, temperature shall be kept 
as uniform as possible.® 

Verification by Companion Specimen 
Method 

Description of Comparison Method 

22. When the direct method of veri- 
fication of a testing machine cannot be 
carried out (as is the case at present 
with horizontal testing machmes, for 
example), or when an elastic calibration 
device is not available, a comparison 
method of verification may be used. In 
this method the machine to be verified 
is tested by comparing its indications 
with the corresponding readings ob 
tamed under the same conditions by the 
use of another testing machine, especially 
tested and verified, as specified in Sec- 
tion 23. The method of verification by 
comparison shall be carried out by the 
use of a series of companion specimens, 
half of which are to be tested in tension 
in the machine to be verified, and half 
of which are to be tested in tension in the 
especially verified testing machine which 
serves as a standard machine. The 
general provisions respecting the appli- 
cation of the test loads and the loading 
range which are outlined in the direct 
method of verifying testing machines 
(Sections 4, 5, and 6) shall apply to the 
verification of testing machines by .the 

® Similar errors due to change of modulus of elasticity 
with temperature may he present in the load-indicating 
mechanism of a testing machine using a Bourdon gage or 
other device dependent o» the elastic deformation^of a 
member. 


comparison method, so far as is prac- 
ticable. 

Requirements for Testing Machines 

Used for Yerifying Other Machines 

23. (a) A testing machine which is to 
be used as the standard for verifying 
other testing machines shall itself be 
verified by a special test, in which the 
verification is carried out twice. The 
loading range shall be determined by the 
permissible variation of plus or minus 
1 per cent (Section 27). For the loading 
range established, the differences in 
indications found in the two tests of the 
standard machine shall not exceed 0.25 
per cent. 

(b) In verifying testing machines by 
the companion specimen method, correc- 
tions shall be applied to the indications 
of the standard machine and these 
corrections shall be based on the average 

k"’ "l3 { 4 -— Is j7 

(a) Method of Numbering Specimeas 


(J) Form of Test Specimen. 

Fig. 2. — Companion Specimen. 

correction obtained in the two tests 
used in its verification. 

Test Specimens 

24. (a) For each test load, eight or 
more tension test specimens shall be 
cut from soft-rolled or drawn steel and 
numbered consecutively, as in Fig, 2 (a). 

(b) The tensile' strength of the steel 
shall be determined by a preliminary 
test and the sets of specimens for the 
comparison test shall have such nominal 
cross-sectional areas ' as will give, ' ap- 
proximately, the ^ loads . required.^ The 
form of the specimen shall bC' as shown 
in Fig, 2 (5). . The ends may be threaded 
or otherwise machined to .fit 'holders, 


Rough Turn 


r Radius nai less ihan ^ 

.d Rough Turn ^ 










-8d- 
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but it is recommended that those speci- 
mens shipped to another laboratory be 
left with cylindrical ends. The actual 
value of “d” (Fig. 2 (6)) for each speci- 
men shall be determined by means of a 
micrometer. 

Note. It should be noted that the standard 
tension test specimen, 0.5 in. in diameter and 
having a 2-in. gage length, satisfies the require- 
ments for a specimen for the verification of a 
testing machine by the comparison method. 
See Fig. 3 of the Standard Methods of Ten- 
sion Testing of Metallic. Materials (A.S.T.M. 
Designation: E8) of the American Society for 
Testing Materials.’^ 

Procedure 

25* {a) The specimens having odd 
numbers shall be tested in the machine 
to be verified, and those having even 
numbers shall be tested in the standard 
testing machine. The tensile strength 
only shall be determined. 

(&) The speed of the testing machine, 
by which is meant the speed of the 
pulling head when the machine is rum 
ning idle with no specimen in the 
machine, when testing verification speci- 
mens shall be approximately the same 
for both the standard testing machine 
and the machine being verified. The 
speed shall be the slowest speed that can 
be obtained on both machines; in any 
case the speed shall not exceed 1 in. per 
min. per inch of diameter of companion 
specimen. 

(c) When testing companion speci- 
mens, especial care shall be taken to 
maintain the weighing beam of the test- 
ing machine in equilibrium as the tensile 
strength of the specimen is approached. 
It is recommended that a mark be 
placed at the middle of the trig loop, 
and that a pointer be placed on the 
beam for verffication tests, and that the 
pointer be kept as nearly on the mark 
as possible. 


Calculation of Error 

26. (a) The average tensile , strength 
(in. pounds per square inch) of the odd- 
numbered spec,im.ens, ' multiplied by the 
nominal area of cross-section, shall, be 
considered a measure of the indicated 
load, and the average tensi.le strength of 
the even-numbered specimens, multi- 
plied by the nominal a.rea of .cross-sec-' 
tion, shall be . considered a measure ' of 
the applied load. The error shall be 
calculated from these data. 

{h) If the tensile strength (in pounds 
per square inch) of any companion 
specimen varies more than 1 per cent 
from the mean of the group with which' it; 
is tested, its tensile strength shall not 
be used in calculating the error of the 
testing machine. If more than one 
specimen in the odd-numbered group or 
more than one specimen in the even- 
numbered group exceeds the permissible 
variation in tensile strength, all the 
specimens shall be discarded and another 
set prepared. 

Permissible Variations for Testing 
Machines that Measure Load 

Permissible Variation Within Loading 

Range of a Testing Machine 

27. The error for loads within the 
loading range of a. testing machine shall 
not exceed 1 per cent (Notes 1 and 2), 

Note 1. — This means that the report of the 
verification ■ of a testing machine will state 
within what loading range it may be usedj rather 
than reporting a blanket acceptance or rejection 
of the machine. 

Note 2. — In no case shall the , loading, range 
be stated as .including loads below a value 
which is iOO times the smallest load which can 
be read on the testing machine. . (This, means , 
that if a testing machine, had graduations' so 
spaced that it can be read to within iV division 
and the machine is sensitive to tV, division it 
would be possible, for the loading range to 
extend down to the load corresponding to 10 
divisions. On the other hand, if the testing 
machine was sensitive to only ,2 divisions, the 


1946 Book of A.S.T.M. Standards, Parts I-A andl-B. 
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loading range could not extend below the load 
corresponding to 200 divisions.) 

Corrections , 

' 28. The indicated load of a testing 
machine shall not be corrected either by 
calculation or by the use of a calibration 
diagram to obtain values within the 
required permissible variation. 

Time Interval Between ' 
Verifications 

Time Interval Between Verifications 

29. It is recommended that testing 
machines, when in constant use, be veri- 
fied at intervals of 6 months and, when 
used intermittently, at intervals of 2 or 
3 yr. Testing machines shall, however, 
be verified immediately after making 
repairs or adjustments of the weighing 
mechanism, after the testing machine 
has been moved (this does not apply to 
portable testing machines), and when- 
ever there is reason to doubt the accu- 
racy of the results, without regard to 
the time interval since the last veri- 
fication. 


Reports and Certificates ' 
'Reports' 

30. A clear and complete report shall 
be .prepared of each verification of a 
testing machine. This report shall state 
the method of verification used, and 
shall give the serial numbers and the 
names of manufacturers of ' aU apparatus 
used in carrying out the verification. 
It shall state how, by whom, and when 
the calibration of the apparatus used iii 
verifying the testing machine was made, 
the loading range, the ^^precision^’ load- 
ing range of the calibration apparatus, 
and the loading range of the ' testing 
machine. 

Certificates 

31, A certificate giving the manu- 
facturer’s serial number and a brief 
description of the testing machine, the 
manufacturer’s name, the date of veri- 
fication, and the loading range shall be 
signed by the person responsible for the 
maintenance of the testing machine, 
and this certificate shall be posted in 
plain view of a person operating the 
testing machine. 


Standard Definitions ofi 
TERMS RELATING TO METHODS OF TESTING^ 



A,S.T.M. Designation: E 6 - 36 
Adopted, 1930; Revised, 1936.® 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 6; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Stress. — The intensity (measured per unit 
area) of the internal distributed forces or 
components of force which resist a change 
in the form of a body. Stress is measured 
in force per unit area (pounds per square 
inch, kilograms per square millimeter, 
etc.). 

Note. — In examining the definitions given 
in various authoritative textbooks two defini- 
tions of the term ^‘stress” were found. Text- 
books in physics and some European text- 
books in mechanics of materials gave a 
definition substantially as above. American 
textbooks in engineering mechanics define 
stress as measured in pounds. They 

call the intensity of force (pounds per square 
inch) “unit stress/^ “intensity of stress,” or 
“fiber stress.” This use of the term stress 
is illustrated by the “stress sheet” of the 
bridge engineer which gives /ortex, measured 
in pounds. 

In view of the fact that even in engineering 
textbooks the term “stress” is often used to 
denote intensity of force per unit of area, and 
in view of the fact that the physicists* 
definitions involve somewhat simpler terms, 
the physicists* definitions have been followed 
■ in these standards. 

While it is important to have a clear defini- 


1 Under the standardwation procedure of the Society, 
these definitions arc under the jurisdiction of the A.S.T.M. 
Committee Erl on Methods of Testing. 

s Prior to adoption as standard, these definitions were 
published as tentative from 1923 to 1930, being revised 
m 1924 and 1925. Editorially revised in 1946. 


tion for the term “stress** it is even more 
important to keep clearly in mind the units 
used in calculations and test data for materi- 
als of construction. In fact, if the units 
are always given, there can be no misunder- 
standing as to the sense in which the term 
“stress** is used. 

There are three kinds of stress: tensile, 
compressive, and shearing. Flexure involves 
the combination of tensile stress and com- 
pressive stress. Torsion involves shearing 
stress. 

It is customary to calculate stress on the 
basis of the original dimensions of the cross- 
section of the body. 

Strain. — The change per unit of length in a 
linear dimension of a body, which change 
accompanies a stress. Strain is measured 
in inches per inch of length (millimeters 
per millimeter) or in per cent, 

' Note. — In some American engineering 
textbooks the term “strain** is used in the 
sense of total deformation and is measured in 
inches. Change of dimension per unit 
length is called “unit strain,” or “unit de- 
formation.** As in the consideration of the 
term “stress,** the definitions given in text- 
books in physics have been followed. 

Under tensile stress or compressive stress, 
strain is measured along the dimension under 
consideration. Shearing strain is measured 
at right angles to the dimension under con- 
sideration. In torsion tests, which involve 
shearing stress, it is customary to measure 
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: the angle 'of twist, wMch may be translated 
into terms 'of . strain. 

Stress-Strain Diagram.— A diagram plotted 
with values of stress as ordinates and 
values of strain as abscissas. 

Note.— The use of the term stress-strain 
diagram is frequently extended ' to cover 
diagrams plotted with values of applied load, 
or applied moment as ordinates, and with 
values of stretch, compression, deflection, , or 
. twist as abscissas. 

.' .Fig. ,1 Is an .example of a . stress-strain 
diagram. 

Stress-strain diagrams are in some cases- 
drawn directly by an autographic attach- 
ment to the testing machine. . A more usual 
method of procedure consists in taking a series 
of load readings (from the weighing mechan- 
ism of the testing machine) with correspond- 
ing read..ings of the strai.ii-indicatmg apparatus 
(extensometer, compressometer, deflectometcr, 
or torsion indicator). The term ^Strainom- 



Fig. i .— a Typical Stress-Strain Diagram with 
. Elastic Strains Exaggerated. 

. eter- reading’^ will ..'be . .used .to . denote the 
reading of any strain-measuring instrument. 
From these readings, or from values ■ cal- 
culated from them, there is plotted a diagram 
with stress-indicating values (load, flexural 
moment, twisting moment, or stress) as 
ordinates, and strain-indicating values (elon- 
gation, shortening, deflection, twist, or 
strain) as abscissas. In planning such a test 
it is necessary to decide on the increment of 
load or the increment of reading of strainom- 
eter to be used between successive readings. 

In Fig. 2 are shown three t3q)ical stress- 
strain diagrams. The material for all three 
tests is the same, and the test specimens are 
all of the same size, so that the diagrams 
should be the same. The diagram shown in 
Fig. 2 (a) is plotted from points determined 
by taking increments of load (5). In Idiis 
diagram it is seen that owing to the shape of 
the curve, data for locating points between 
M and N are lacking. That particular 
portion of the curve (the “knee” of the curve) 


ij the part ior which it Is especially desimble 
to locate several points on the diagram. . 

In Fig. 2 (§) is shown .a diagram plotted 
from points determined by taking increments 

■ of strainometer reading (e). It will be noted 
that for this diagram there are located several 
points near the knee of the curve, and. the 
shape of the. diagram in this important region 
is much more definitely determined than for 
the curve shown. in. Fig. 2 (a).. 

The custom of choosing increments o f load 
rather than increments ■ of ' strainometer 
reading is quite common in tests of materials 
and is followed because, in general, it is 
easier to calculate increments of load than it 
Is to calculate increments of strainometer 
reading. An, .estimate uf the load necessary 
to stresS: . the. spe.cim.en . up to the knee of, the 
'curve is made, and some fraction (frequently 
one-tenth),' .of this , ■value.,is taken . as an incre-' 

. ment. ■ ...The., calculation of. the corresponding. 

■ increment of .strainometer ^ reading is : more 
complicated. 

Sometimes ■ .the practice is followed of 
applying a few increments, of load, as deter- 
mined above, and then applying load in -much 
smaller increments (50 until' the ..knee of 
the curve . is . passed. Fig. 2 (r) . shows a. 
diagram.', ob.tained in this: manner. This 
method . involves ..a marked, increase in the 
number of readings necessary for a test. and. 
with unknown material there is always some 
danger that the knee- of . the curve .will be 
reached before the use of small increments of 

■ load .is begun.- 

. The following .method of choosing incre- 
ments for a .test is suggested: Estimate the 
load corresponding to the. knee of the. stress- 
strain diagram .and choose .a value for incre- 

■ ment of .load about .one-ten til of this value. 
Apply this increment of load (5) once and 
note the: corresponding change of reading for 
the strainometer' (e). . Then for the remainder 
of the. test, use for .the increment- of .strainom- 

, eter ' .reading - a .value which corresponds to 
'some convenient interval on the scale of the 
strainometer, and . which is, approximately 
equal to (e). 

Elastic Dimi't.— The greatest stress which a 
material.'is capable of developing without 
a permanent deformation remaining upon 
complete release of ^ the stress. 

Note.— I t is -a matter of experience with 
. many materials, especially with many metaflic 
materials, that using ordinary methods of 
testing, the values found for elastic limit by 
means of observations of permanent deforma- 
tion (set) after release of stress do not differ 
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wMely from the values found for proportional 
limity 'the latter being defined as: 

Proportional Limit.~-Th.t greatest stress 
which a material is. capable of developing 
without a deviation; from the law of pro- 
portionality of stress to strain (Hooke’s 
Law). 

.Since the determination of proportional 
limit. is much more readily made than is the 
determination of elastic limit,, it is customary 
to accept the proportional limit as equivalent 
to the elastic limit for such materials, and 
hence the proportional limit is frequently 
called the “proportional elastic limit.” 

For certain grades of steel a special method 
of determining elastic strength is recognized 
in the standard specifications of the American 
Society for Testing Materials. See the 
Standard Specifications for Carbon-Steel 
Forgings for General Industrial Use (A.S^T.M. 


eluding the specimen in a carefully con.trolled 
laboratory test) starts as local , actions and 
becomes measurable only after many local 
internal adjustments 'and accommodations 
have occurred, and after a considerable, 
portion of the member is affected by the 
yielding. 

The limit of usefulness of .many materials, 
especially metals, in members subjected ..to 
approximately static ' loading, at ordinary, 
temperatures is therefore determined by a 
measurable value of plastic, yielding of the 
material above which the material h con-; 
sidered to be damaged and below which,' the 
damaging effects are considered to be neg- 
ligible. 

The following methods are recommended 
for determining the yield strength of a 
material: 

(a) Of set Metkod.—Thh method can be 



Reading 



Reading 



Reading 


(a) With Equal Incre- 
ments of Stress. 


(5) With Equal Incre- 
ments of Strain. 


(c) With Two Values of 
Increments of Stress. 


Fig. 2. — Illustrating Three Methods of Plotting Load-Deformation Curves. 


Designation: A 235) d for Carbon-Steel Forg- 
ings for Locomotives and Cars (A.S.T-M. 
Designation: A 236),^ for Alloy-Steel Forgings 
for General Industrial Use (A.S.T.M. Desig- 
nation: A 237),^ and for Alloy-Steel Forgings 
for Locomotives and Cars (A.S.T.M. Desig- 
nation: A 238).® 

Yield strength.— -The stress at which a 
material exhibits a specified limiting 
■ permanent set. 

Note. — It is usually impracticable and 
probably impossible to determine the stress 
at which inelastic action in a member begins. 
Plastic yielding in nearly ail members (in- 


® 1946 Book of A,S.T.M. Standards, Part I-A. 


used, if desired, for materials having 
“sharp-kneed” stress-strain diagrams, but 
is especially adapted to materials whose 
stress-strain diagram in the yield range is 
a smooth curve of gradual curvature. 

For nearly all materials, if at any point " on 
the stress-strain diagram such as r in Fig. 3, 
the load is released, the diagram for decreas- 
ing load will follow a line rm approximately 
parallel to the initial portion Oi, of the dia- 
gram for increasing load. The offset Om 
will then give the approximate value of the 
permanent set after the release of the stress 
OR. The value of this set is given in per- 
centage strain. Thus to "determine the yield 
strength by the “offset method,” it is neces- 
sary to secure data (autographic or numerical) 
from which a stress-strain diagram may be 
drawn. Then on the stress-strain diagram 
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(Fig. 3) lay off Gm equal to the specified 
value of the set, draw parallel to 
Oi4, and thus locate r, the intersection of m^t 
with the stress-strain diagram. Draw Rr 
parallel to the X axis ; and then OR gives the 
value of the yield strength. 


A n 



In reporting values of yield strength ob- 
tained by this method, the specified value 
of ‘‘offset’’ used should be stated in paren- 
theses after the term yield strength. Thus: 

Yield strength (offset = 0.2 per cent) 
= 52,000 psi. This indicates that at a 
stress of 52,000 psi. the approximate 
permanent set of the material reached 
the value of 0.2 per cent (equivalent to 
0.002 in. per inch of gage length).^ 


< Yield strength (or its equivalent) is specified as 
follows in the standards and tentatives of the American 
Society for Testing Materials; 


Standards or Tentatives for: 

Alloy-Steel Pipe 1 

' Aluminum-Alloy Bars, Rods, Shapes, i 

Sheet. > 

Magnesium-Base Alloy Forgings, { 

Castings, Sheet j 

The Alloy: Copper, 80 per cent; Tin, 

10 per cent; Lead, 10 per cent 

Copper-Silicon Alloy Plates, Sheets, 

and Bars 

Aluminum-Bronze Castings 

Bronze Bearing Metals and Steam or • 

Valve Sand Castings 

Composition Brass or Ounce Metal 

Sand Castings 

Naval Brass Rods for Structural Pur- 
poses 


0.2 per cent 
“offset*^ 


0.5 per cent elon- 
gation under 
load (approxi- 
mately equiv- 
alent to 0.35 
per cent **off- 
set”) 


In using, this^ method, an .extensometer 
reading to 0,0001 in. per inch of gage length 
would be suflBciently sensitive for most 
materials. The elastic limit and the pro- 
portional limit may be regarded as special 
values of the yield strength. They are the 
highest stresses for which the “set” and the 
“offset,” respectively, are not measurable 
with the instruments used. 

For any given stress the deviation (offset) 
from Hooke’s law is only approximately 
equal to the set after the removal of that 
stress, and the approximation becomes less 
and less exact as the permissible deviation 
diminishes. This method is devised for 
determining a stress corresponding to a well 
marked plastic deformation, or set, and it is 
not feasible to specify a very small value for 
the permissible “offset” Ow. 

(b) Extension Method Under Load,— 
For tests to determine the acceptance or 
rejection of material whose stress-strain 
characteristics are well known from pre- 
vious tests of similar material in which 
stress-strain diagrams were plotted, the 
total strain corresponding to the stress 
at which the specified permanent set 
occurs will be known within satisfactory 
limits; therefore, in such tests a specified 
total strain may be used, and the 
stress on the specimen, when this 
total strain is reached, is the value of the 
yield strength. The total strain can be ob- 
tained satisfactorily by use of an extensom- 
eter reading to 0.0001 in. per inch of gage 
length. It is recommended that this 
approximate method be used only after 
agreement between the manufacturer and 
the purchaser, with the understanding that 
check tests be made for obtaining stress- 
strain diagrams for use with the offset 
method to settle any misunderstandings. 

Yield Point,— The stress in a material at 
which there occurs a marked increase 
in strain without an increase in stress. 

It should be noted that only materials that 
exhibit this unique phenomenon of yielding 
have a yield point. The term yield point 
should not be used in connection w’ith mate- 
rial whose stress-strain diagram does not 
become horizontal or does not show an 
actual drop of stress with increase of strain 
in the region of yield. Two methods of de- 
termining yield point are in use: 

(a) ‘^Drop of the Beam” Method . — In this 
method the load is applied to the specimen 
at any convenient speed of testing up to one 



DEFINITIONS' Relating to Methods of Testing (E;6 - 36) 


1257 


half the specified yield point or up to 
one quarter the specified tensile strength, 

. whichever is smaller, .. and the operator 
keeps the beam in balance by running out 
the poise at approximately a steady rate. 
When the yield point of the material is 
reached, the increase of load stops, but the 
operator runs the poise a trifle beyond the 
balance position, and the beam of the 
machine drops for a brief but appreciable 
interval of time. In a machine fitted with 
a self “indicating load-measuring device, 

' there is a sudden halt of the load-indicating 
pointer corresponding to the drop of the 
beam. The load at the “halt in the 
gage” or the ‘Wop of the beam” is re- 
corded, and the corresponding stress is 
taken as the yield point. 

(b) Total Strain Method Using Dividers,— 
Tn this method, frequently called the 
‘ ‘dividers method,” the observer with a pair 
of dividers or other suitable apparatus 
watches for visible elongation between two 
gage marks on the specimen. Wflien 
visible stretch is observed, the load at 
that instant is noted, and the stress cor- 
responding to the load is taken as the 
yield point. For the higher strength 
steels, a gage length of less than 8 in. is 
recommended. 

Tensile Strength.— The maximum tensile 
stress which a material is capable of 
developing. 

Note. — In practice, it is considered to be 
the maximum stress developed by a specimen 


■ representing the materia! in a tension test 
carried to rupture, under, definite prescribed 
conditions. Tensile strength , is calculated 

■ from the maximum load carried during a' 

. . tension test and the original cross-sectionai 

area of the specimen. 

Compressive Strength.— The maximum com - 
pressive stress which a material is capable 
of developing. 

Note. — In the case of a, material which 
fails in compression by a shattering fracture 
the compressive strength has a very definite 
value. In the case of materials which do not 
fail in compression by a shattering fracture 
the value obtained for compressive strength 
is an . arbitrary value depending upon the 
degree of distortion which is regarded as 
indicating complete failure of the material. 

Modulus of Elasticity. — ^The ratio, within 
. the elastic limit of a material, of stress 
to corresponding strain. 

Note. — As there are three kinds of stress, 
so are there three moduli of elasticity for any 
material: the modulus in tension, the modulus 
in compression, and the modulus in shear. 
The value of the modulus of elasticity in 
tension is nearly the same, for most metals, 
as the value of the modulus of elasticity in 
compression. The value of the -modulus of 
elasticity in shear is smafier than the value 
of the modulus of elasticity in tension. The 
modulus of elasticity is expressed in pounds 
per square inch (kilograms per square 
millimeter). 


Standard Definition ofi 
THE TERM SCREEN (SIEVE)i 



A«S.T.M. Designation: E 13 - 42 
Adopted, 1942.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 13; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 

Screen (Sieve).— -A plate or sheet or a woven cloth, or other device, with regu- 
larly spaced apertures of uniform size, mounted in a suitable frame or holder, 
for use in separating material according to size. 

Note L— The shape and spacing of apertures, size of wires or threads, thickness 
of plate or sheet, allowable variations and similar properties should be taken care of 
in specifications. 

Note 2. — ^In mechanical analysis testing wmrk, when not otherwise specified, the 
term '^sieve^’ shall apply to an apparatus in which the apertures are square, and 
the term ^‘screen” shall apply to an apparatus in which the apertures are circular. 


1 Under the standardiasation procedure of the Society, this definition is under the jurisdiction of the 
A.S.T.M. Committee E-8 on Nomenclature and Definitions. 

2 Prior to adoption as standard, this definition was published as tentative from 1925 to 1942, being revised 
in 1926, 1928, and 1942. 
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AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A,A.S.H.O« NO,; M 132-42 ' 


Standard Definitions oj 
TERMS RELATING TO SPECIFIC GRAVITY^ 



A.S.T.M, Designation; E 12 -27 
Adopted, 1927.2 

This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 12; the final number indicates the year of original 
adoption as standard or, in the case of revision, the year of last revision. 


Absolute Specific Gravity (of solids and 
liquids). — The ratio of the weight referred 
to vacuum of a given volume of the ma- 
terial at a stated temperature to the 
'weight referred to vacuum of an equal 
volume of gas-free distilled water® at a 
stated temperature. It shall be stated 
thus: 

(a) When the temperatures of the ma- 
terial and of the water are the same: 

Absolute Specific Gravity 

where % is the temperature of the material 
and the water. 

(5) When the temperatures of the ma- 
terial and of the water are not the same: 

Absolute Specific Gravity x°/y°C 

where x, is the temperature of the material 
and y is the temperature of the water. 

Note.— I n the interest of standardization 
and simplification, the first form of state- 
ment of specific gravity (a) should be em- 
ployed wherever practicable. 

Specific Gravity (of solids and liquids). — ■ 
The ratio of the weight in air of a given 

1 Under the standardizatioETirocedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Committee E-8 on Nomenclature and Definitions. 

® Prior to adoption as standard, these definitions were 
published as tentative from 1925 to 1927, being revised in 
1926 and 1927. 

® Distilled water boiled vigorously in vacuum. 


volume of the material at a stated tem- 
perature to the w^eight in air of an equal 
volume of distilled water at a stated 
temperature. It shall be stated thus: 

(a) When the temperatures of the ma- 
terial and of the water are the same: 

Specific Gravity x^/x'^C. 

where a: is the temperature of the material 
and the water. 

{h) When the temperatures of the ma- 
terial and of the water are not the same: 

. Specific Gravity 

where x is the temperature of the material 
and y is the temperature of the water. 

Note. — In the interest of standardization 
and simplification, the first form of statement 
of specific gravity (a) should be employed 
wherever practicable. 

Apparent Specific Gravity (of solids).— The 
ratio of the weigh t in air of a given volume 
of the impermeable portion of a permeable 
material (that is, the solid matter includ- 
ing its impermeable pores or voids) at a 
stated temperature to the -weight in air 
of an equal volume of distilled water at a 
stated temperature. It shall be stated 
thus: 

(a) When the temperatures of the ma- 
terial and of the water are the same: 

Apparent Specific Gravity x^Jx^C 
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where x is the temperature of the material 
.and the water,- ; 

. (b) When the temperatures of the ma- 

teria! and of the water are not the same: 

Apparent Specific Gravity x°/y'^C. . 

where X is the temperature of the material 
and y is the temperature of the water. 

Note L— In scientific circles, specific grav- 
ity and density determinations made in air 
(that is, uncorrected to vacuum) are fre- 
quently distinguished by the adjective 
“apparent.^^ Thus, the specific gravity de- 
fined by the second definition (specific grav- 
ity) would be designated as “apparent 
specific gravity’’ and that defined by the first 
definition (absolute specific gravity) as 
“specific gravity.” But in industry, the 
terminology is more generally in accordance 
with that given in these definitions. 

Note 2.— The terms “permeable” and 
“impermeable” cannot be rigidly defined for 
general application. The exact meaning in 
a panicular application is the conventional 
one inferred by the procedure specified for 
determining the specific gravity of the ma- 
terial in question. 

Note 3.— In the interest of standardiza- 
tion and simplification, the first form of 


'statement of specific gravity' (a) should be 
employed wherever practicable. , 

Bulk Specific Gravity (of solids).— The ratio 
' of the weight, in air of a .given volum,e of 
a permeable - material (including both 
permeable and impermeable voids normal 
to the material) at a stated temperature 
to the weight in air of an equal volume of 
distilled water at a staled temperature. 
It shall be stated thus: 

(a) W hen the temperatures of the ma- 
terial and of the water are the xawe; 

Bulk Specific Gravity 

where x is the temperature of the materia! 
and the water. 

{b) W’hen the temperatures of the ma- 
terial and of the water are not the same: 
Bulk Specific Gravity x^/y°C ... 

where x is the temperature of the material 
and y is the temperature of the water. 

Note 1.— See Note 2 under “Apparent 
Specific Gravity.” 

Note 2.— In the interest of standardiza- 
tion and simplification, the first form of 
statement of specific gravity (a) should be 
employed wherever practicable. 



Standard Definitions of 

TERMS RELATING TO RHEOLOGICAL PROPERTIES 

OF MATTER* 



A*S.T.M. Designation: E 24 - 42 
Adopted, 1942.® 


This Standard of the American Society for Testing Materials is issued under 
the fixed designation E 24; the final number indicates the year of origioa 
adoption as standard or, in the case of revision, the year of last revision. 


Consistency. — That property of a body by 
virtue of which it tends to resist deforma- 
tion. 

Plasticity. — That property of a body by 
virtue of which it tends to retain its 
deformation after reduction of the deform- 
ing stress to its yield stress. 

Elasticity.— That property of a body by 
virtue of which it tends to recover its 
original size and shape after deformation. 
Liquid. — A substance which undergoes con- 
tinuous deformation when subjected to 
shearing stress. 

Simple Liquid. — A liquid in which the rate 
of shear is proportional to the shearing 
stress. The constant ratio of shearing 

8 rjnder tbe standardization pnKedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Commitiec K-1 on Methods of Testing. 

’ Prtor to adoption as standard, these definitions were 
published 'fentative from 1934 to 1942, being revised in 
1937 Slid 1940. 


stress to rate of shear of a simple liquid 
is the of the liquid. 

Complex Liquid. — A liquid in which the 
rate of shear is not proportional to the 
shearing stress. 

Solid. — A substance which undergoes per- 
manent deformation only when subjected 
to shearing stress in excess of some finite 
value characteristic of the substance 
(yield stress). 

Plastic Solid. — A substance which does not 
deform under a shearing stress until the 
stress attains the yield stress, when the 
solid deforms permanently. 

Elastic Solid. — A substance in which, for ail 
values of the shearing stress below the 
rupture stress (shear strength), the strain 
is fully determined by the stress regard- 
less of whether the stress is increasing or 
decreasing. 
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A.S.T.M. TENTATIVES 
RELATING TO NONMETALLIC 
MATERIALS—CONSTRUCTIONAL 

As of December^ 1^46 


(For revisions or cFange of status in any of these tentatives, 
see supplementary publications to be issued in 1947 and 1948.) 



Tentative Specifications and Methods of Test represent the 
latest thoughts and practices, and are published by the Society 
on the recommendations of the committees concerned, prior to 
adoption as standard. 

New and revised Ten tatives, issued in 1947 and 1948, will 
appear in the 1947 and 1948 Supplements to the Book of 
A.S.T.M. Standards. It is important that these Supplements 
be consulted in case any change of status has occurred with 
respect to any of these Ten tatives. 

Criticisms of these Tentatives should be directed to the 
Headquarters of the Society, 1916 Race St, Philadelphia 3, Pa. 
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Tentative Specifications for 
AIR-ENTRAINING PORTLAND CEMENT ^ 


A.S.T.M, Designation: C 175 - 46a T 

{Revision of Specifications C 175 ~ 46 T) 

Issued, 1942; Revised, 1944, January 1946, June 1946.® 

These Tentative vSpecifications have been approved by the sponsoring com- 
mittee and accepted by the vSociety in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 



Scope 

1. These specifications cover two types 
of air-entraining portland cement for use 
in concrete exposed to severe frost action. 
The two types shall be designated as 
types lA and IIA and shall correspond 
respectively to types I and II of the 
Standard Specifications for Portland 
Cement (A.S.T.M. Designation: C 150).® 

Basis of Purchase 

2. The purchaser shall specify the 
type or types desired. When no type is 
specified, the requirements of type I A 
shall govern. 

■Definition 

3. For the purpose of these specifica- 
tions, air-entraining portland cement is 
the product obtained by pulverizing 
dinker consisting essentially of hydraulic 
:aiciiim silicates, to which no additions 

1 Under liie standardization procedure of the Society, 
these .sp.xiiH:ations are under the jurisdiction of the 
A.S.T.M. Committee C-1 on Cement. 

_ 2 Latest revisions accepted by the Administrative Com- 
mittee on Standards, January 24, 1946, and by the Society 
at annual meeting, June. 1946. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


have been made subsequent to calcina- 
tion other than water and/or untreated 
calcium sulfate, except that there shall 
be intergroimd with the clinker an addi- 
tion shown to be acceptable, in the 
amounts indicated, by tests carried out 
or reviewed by Committee G-1 on 
Cement^ (Note). 

Note. — ^Tests to determine wketlier a pro- 
posed addition is acceptable will be carried out 
or reviewed by Committee C-1 on Cement, for 
those making requests. In the year following 
that in which an addition has been declared 
acceptable by the Committee, the name of the 
addition shall appear as an addendum to Section 
3 and any definite limitation on the quantity to 
be used shall appear in the table of chemical or 
physical requirements in a revision of the speci- 
fications. 

< The committee has declared the following additions 
acceptable: 

(fi) A material known commercially as Vinsol resin, 
which is manufactured by the Hercules Powder Co. and 
consists substantially of the petroleum-hydrocarbon in- 
soluble fraction of a coal-tar hydrocarbon extract of pine 
wood. When Vinsol resin is added, the Vinsol resin shall 
be added at the mill in the form of sodium resinate, pro- 
duced by treating IQO parts of Vinsol resin with 9 to 15 
parts of NaOH by weight. If the sodium resinate is added 
as an aqueous solution, the ratio of water to resinate shall 
not exceed 12:1 by weight. 

(6) A material known commercially as Dares AEA 
which is manufactured by the Dewey and Almy Chem- 
ical Co, and is substantially a triethanolamine salt of a 
sulfonated hydrocarbon . 
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diemica! Requirements 

4. ' Air-entraining portland cements 
shall Gonform to the respective chemical 
rec[uirements prescribed in Table I. 


Packaging and Marking 
6. When cement is delivered in pack- 
ages, the name and brand of the manu- 
facturer, and the type under these speci- 


TABLE I.—CHEMICAL REQUIREMENTS. 



Type lA 

.Type IIA 

Silicon dioxide (SiOaL min., per cent 


21.0 

Aluminum oxide (AI 2 O 3 ), max., per cent 


6.0 

Ferric oxide (FesOs), max., per cent 


6.0 

5.0 

Magnesium oxide (MgOl, max,, per cent 

s.d 

Suttur trioxide (Sds), max., per cent 

2,0« 

2.0 

3.0 

Loss on ignition, max., per cent 

3.0 

Insoluble residue, max., per cent 

0.75 

0.75 

0.7 to 2.0 

50 

Ratio of AlzOs to Fe203 

Tricakium silicate (SCaO'SiOa),^ max., per cent 


Tricalcium aluminate f3Ca0* Al203),^ max., per cent i 


8 

Vinsol resin (methoxyl method), per cent 

‘is' 

e 

Darex AEA, max., per cent.. 

0.05 1 

0.05 


" The maximum limit for sulfur trioxide content of type lA cement shall be 2.5 per cent when the tricalcium 
aluminate content is over 8 per cent. 

^ The expressing of chemical limitations by means of calculated assumed compounds does not necessarily mean 
that the oxides are actually or entirely present as such compounds. 

The percentages of tricalcium silicate, dicalcium silicate, and tricalcium aluminate shall be calculated from the 
chemical analysis as follows: 

Tricalcium silicate « (4.07 X per cent CaO) — (7.60 X per cent SiOa) (6.72 X per cent AEOa) 

— (1.43 X per cent FeaOa) ■— (2,85 X per cent SOa) 

Dicakium silicate = (2.87 X per cent SKk) ~ (0.754 X per cvnt SCaO-SiOs) 

Tricakium aluminate = (2.65 X per cent AkOa) — (1.69 X per cent FeaOa) 

Oxide determinations calculated to the nearest 0.1 per cent shall be used in the calculations. Compound percentages 
shall be calculated to the nearest 0.1 per cent and reported to the nearest I per cent. 

®VinsoI resin content is not limited, but is governed by the requirement for air content of mortar prescribed in 
Table 11. The methoxyl test is required to identify the presence of Vinsol resin. 


TABLE IL— PtIYSICAL REQUIREMENTS. 


Type lA 


Type IIA 


Fineness, specific surface, sq. tan. per g.: 

Average value, min, 

Minimum value, any one sample 


1600 

1500 


1700 

1600 


Soundness: 

Autoclave expansion, max., per cent 

Time of setting (alternate methods) :“ 

Gillmore test: 

Initial set, min., not less than. 

Final set, hr., not more than — 

Vicat test: 

Initial set, min., not less than 

Final set, hr., not more than 

Air content of mortar,prepared and tested in accordance with Method 
C 185, per cent by volume 

Compressive strength, psi.:^ 

The compressive strength of mortar cubes, composed of 1 part cement 
and 2.75 parts graded standard sand, by weight, prepared and tested 
in accordance with Method C 109, shall be equal to or higher than 
the values specified for the ages indicated below: 

1 day in moist air, 2 days in water 

1 day in moist air, 6 days in water 

1 day in moist air, 27 days in water 


0.50 


60 

10 

45 

10 


16d=4 


750 

1500 

3000 


0.50 


60 

10 

45 

10 


16=1=4 


600 

1250 

2500 


® The purchaser should specify the type of setting time test required. In case he does not so specify, the requirements 
of the Gillmore test only shall govern. 

^ Unless otherwise specified, compressive strength tests will be made only at 3 and 7 days. The strength at any 
age shall be higher than the strength at the next preceding age. 


Physical Requirements . 

5. Air-entraining portland cements 
shall conform to the respective physical 
requirements prescribed in Table II. 


fications shall be , plainly indicated' 
thereon. Similar information shall be 
provided in the shipping advices accom- 
panying , the shipment of packaged or 
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bulk cement. A bag shall contain 94 
ib. net. A barrel shall consist of 376 lb. 
net. All packages shall be in good con- 
dition at the time of inspection, 

.Storage 

7. The cement shall be stored in such 
a manner as , to permit easy . access for 
proper inspection and identification of 
each shipment, and in a suitable weather- 
tight building that will protect the ce- 
ment from dampness and minimize 
warehouse set. 

Inspection 

8. Eveiy facility shall be provided the 
purchaser for careful sampling and in- 
spection, either at the mill or at the site 
of the work, as may be specified by the 
purchaser. The following periods from 
time of sampling shall be allowed for 
completion of testing: 

3-day test 8 days 

7 -day test 12 days 

28-day test 33 days 

Rejection 

9. (a) The cement may be rejected if 
it fails to meet any of the requirements 
of these specifications. 

(6) Cement remaining in bulk storage 
at the mill, prior to shipment, for a 
period greater than 6 months after com- 
pletion of the tests may be retested and 
may be rejected if it fails to conform to 
any of the requirements of these specifi- 
cations. 

(c) Packages varying more than 5 per 
cent from the specified weight may be 
rejected; and if the average weight of 
packages in any shipment, as shown by 


weighing 50 packages taken at random, 
is less than that specified, the entire 
shipment may be rejected. 

Methods of Testing 

10. The cement shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the following methods of the 
American Society for Testing Materials: 

(a) Sampling , — Standard Methods of 
Sampling Hydraulic Cement (A,S.T.M« 
Designation: C 183).^ 

(h) Chemical Analysis . — Standard 
Methods of Chemical Analysis of Port- 
land Cement (A.S.T.M. Designation: 
C 114- 46)'^ and Tentative Methods of 
Chemical Analysis of Portland Cement 
(A.S.T.M. Designation: C114-46T).^ 

(c) Fineness . — Standard Method of 
Test for Fineness of Portland Cement 
by the Turbidimeter (A.S.T.M. Desig- 
nation: C 115).^ 

(d) A uioclave Standard 

Method of Test for Autoclave Expansion 
of Portland Cement (A.S.T.M. Desig- 
nation: C 151).^ 

{e) Time of Setiing . — Standard 
Methods of Test for Time of Setting of 
Flydraulic Cement by the Vicat or 
Gillmore Needles (A.S.T.M. Designa- 
tion: C 191).3 

(/) Air Content of Mortar. — ^Tenta- 
tive Method of Test for Air Content of 
Portland-Cement Mortar (A.S.T.M. 
Designation: C 185).® 

(g) Compressive Strength , — Standard 
Method of Test for Compressive 
Strength of Hydraulic-Cement Mortars 
(A.S.T.M. Designation: C 109).® 



Tentative Specifications for 


PORTLAND BLAST-FURNACE SLAG CEMENT' 



A.S.T.M. Designation: C 205 - 46 T 

Issued, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by tlie Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover the type 
of hydraulic cement designated as port- 
land blast-furnace slag cement. 

Definitions 

2. {d) Portland Blast-Furnace Slag 
Cement — Portland blast-furnace slag ce- 
ment shall be an intimately interground 
mixture of portland cement clinker (Note) 
and granulated blast-furnace slag. The 
slag constituent shall not be less than 25 
per cent and shall not exceed 65 per cent 
of the Portland blast-furnace slag ce- 
ment. 

Note. — The portland cement clinker constit- 
uent shall conform to the chemical require- 
ments of type I cement as prescribed in the 
Standard Specifications for Portland Cement 
(A.S.T.M. Designation: C 150) .3 

(6) Granulated Blast-Furnace Shig.— 
Granulated blast-furnace slag is the non- 
metallic product consisting essentially of 
silicates and aluminosilicates of calcium 
which is developed simultaneously with 

^ 1 Under the standardization procedure of the Society, 

these specifications are under the jurisdiction of the 
A.S.T.M. Committee CM on eminent, 

2 Accepted by the Administrative Committeeon Stand- 
ards, January 24, UTUi. 

3 Appeals in this pubiication, see Contents in Numeric 
Sequence ol A.S.T.M. Designations at front of book. 


iron ill. a blast furnace and is produced 
by rapidly chilling or quenching the 
molten material in water, steam, or air. 

Additions 

3. (a) Water or untreated calcium 
sulfate, or both, may be added in 
amounts such that the limits shown in 
Section 4 for the ignition loss and sulfur 
trioxide are not exceeded. 

(h) Materials other than water or cal- 
cium sulfate may be added provided that 
they have been shown to be acceptable, 
in the amounts indicated, by tests car- 
ried out or reviewed by Committee C-1 
(Note). 

Note.— Tests' to determine whether a pro- 
posed addition is acceptable will be carried out 
or reviewed by Committee C-1 on Cement, for 
those making requests. In the year following 
that in which an addition has been declared 
acceptable by the Committee, the name of the 
addition shall appear as an addendum to Section 
3 and any definite limitation on the quantity to 
be used shall appear in the table of chemical or 
physical requirements in a revision of the speci- 
fications. 

Chemical Requirements 

4. (a) Portland biast“fur.nace slag ce- 
ment shall conform to the chemical re- 
quirements presGribed in Table I,.y 
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Table I.—Chemical Requirements. 


Magnesium oxide (MgO), max., per cent.. 5.0 
Sulfur trioxide (SOs), max., per cent. . , . . . 2.5 

Manganic oxide (MnaOa) , max. , per cgnt . . 1.5 

Sulfide sulfur (S) , max. , per cen t 2.0 

Insoluble residue, max., per cent 1.0 

Loss on ignition, max., per cent . — ..... 3.0 


(b) The granulated blast-furnace slag 
constituent shall conform to the follow- 
ing composition: 


weight of the cement contained therein 
shall be plainly marked^ on each package. 
Similar information shall be provided in 
the shipping advices accompanying the 
shipment of packaged or bulk cement. 
A bag shall contain 94 lb. net. A barrel 
shall consist of 376 lb. net. All packages 
shall be in good condition at the time of 
inspection. 


Cap + MgO -L lALOa ^ 

SiOa + I AbOs 

Note. — Granulated blast-furnace slag having 
a chemical composition within the following 
ranges generally meets the requirements of the 


above formula: 

Calcium oxide (CaO) , per cent 40 to 50 

Silicon dioxide (SiOii), per cent 30 to 40 

Aluminum oxide (AI2O3), per cent 8 to 18 

Ferrous oxide (FeO), per cent 0 to 1 

Magnesium oxide (MgO), per cent. ... 0 to 8 

Manganic oxide (MiioOiO, per cent 0 to 2 

Sulfide sulfur (S), per cent 0 to 2 


Storage 

8. The cement shall be stored in such 


TABLE II.-PHYSICAL REQUIREMENTS. 


Fineness, amount retained when wet-sieved on 
No. 325 (44-micron) sieve, max,, per cent . 

Soundness: 

Autoclave expansion or contraction, max., 
per cent 

Time of setting: 

Vicat needle: 

Initial set, min,, not less than. 

Final set, hr., not more than 


15 

0 . 20 “ 


45 

10 


Physical Requirements 

5. Portland blast-furnace slag cement 
shall conform to the physical require- 
ments prescribed in Table IL 

Manufacturer's Statement 

6. (a) At the request of the purchaser, 
the manufacturer shall state in writing 
the source, amount and composition of 
the granulated blast-furnace slag and 
the composition of the portland blast- 
furnace slag cement, 

(&) The composition of the portland 
blast-furnace slag cement shall conform 
to that shown in the statement of the 
manufacturer within the following tol- 
erances: 

-Tolerance, 
plus or minus, 
per cent 


Calcium oxide (CaO) 3 

Silica ( 3102 ) ^ 

Alumina (AI2O3) 2 


Packaging and Marking 

7. When the cement is delivered in 
packages, the words “portland blast- 
furnace slag cement/b the name and 
brand of the manufacturer, and the 


Compressive strength, psi.:^ 

The compressive strength of mortar cubes, 
composed of 1 part cement and 2-75 
parts graded standard sand, by 
weight, prepared and tested in ac- 
cordance with Method C 109, shall be 
equal to or higher than the values 
specified for the ages indicated below: 

1 day in moist air, 2 days in water 

I day in moist air, 6 days in water 

1 day in moist air, 27 days in water... . . 


900 
1 800 
3 000 


Tensile strength, p.si.:^ 

The tensile strength of mortar briquets, 
composed of i part cement and 3 parts 
standard sand, by weight, prepared 
and tested in accordance with Method 
C 190, shall be equal to or higher than 
the values specified for the ages indi- 
cated below: 

1 day in moist air, 2 clays in water 

1 daj' in moist air, 6 days in 'water 

1 day in moist air, 27 days in water 


150 

275 

350 


“ Three 1 1 by lO-m. bars shall remain firm and hard 

and show no signs of distortion, cracking, checking, pit- 
ting, or disintegration when subjected to the autoclave 
e.xpansion test. 

“The purchaser should specify the type of strength 
test required. In case he does not so specify, the require- 
ments of the compressive strength test only shall govern. 


a manner as to permit easy access for 
proper inspection and identification of 
each shipment, and in a suitable weather- 
tight building which will protect the ce- 
ment from dampness. 

Inspection 

9. Every facility shall be provided the 
purchaser for careful sampling and in- 
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spection, either at the mill or at the site 
of the work, as may be specified by the 
purchaser. The following periods from 
time of sampling shall be allowed for 
completion of testing: 

3-day test..' 8 days 

7-day test 12 days 

28-day test 33 days 

Rejection 

10. (u) The cement may be rejected 
if it fails to meet any of the requirements 
of these specifications. 

(b) Cement remaining in bullc storage 
at the mill, prior to shipment, for a period 
greater than 6 months after completion 
of the tests may be retested and may be 
rejected if it fails to conform to any of 
the requirements of these specifications. 

(c) Packages varying more than 5 per 
cent from the specified weight may be re- 
jected; and if the average W’^eight of 
packages in any shipment, as shown by 
weighing 50 packages at random, is less 
than that specified, the entire shipment 
may be rejected. 

Methods of Testing 

11. The cement shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the following methods of the 
American Society for Testing Materials: 


(a) Standard Methods of 
Sampling Hydraulic Cement (A.S.T.M. 
Designation: C 183).® 

(b) Chemical Afmiyw,-“-Standard 
Methods of Chemical Analysis of Port- 
land. Cement (A.S.T.M. Designation: 
C 114).® 

{c) Fineness. — Standard Method ' of 
Test for Fineness of Portland Cement by 
the Turbidimeter (A.S.T.M. Designa- 
tion: C 115),® using the No. 325 (44- 
micron) sieve and the procedure de- 
scribed in Section 12 of Method C 115. 

(d) Autoclave Expansion.— -StMidzid 
Method of Test for Autoclave Expansion 
of Portland Cement (A.S.T.M. Designa- 
tion: C 151).® 

{e) Time of Setting. — Standard Meth- 
ods of Test for Time of Setting of Hy- 
draulic Cement by the Vicat or Gilmore 
Needles (A.S.T.M. Designation: C 191),® 
using the Vicat needle. 

(/) Compressive Strength. — Standard 
Method of Test for Compressive Strength 
of Hydraulic-Cement Mortars (A.S.T.M. 
Designation: C 109).® 

(g) Tensile Strength. — Standard 
Method of Test for Tensile Strength of 
Hydraulic-Cement Mortars (A.S.T.M. 
Designation : C 190) ? 
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A.S.T.M. Besignation: C 91 - 44 T 
Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover cement 
to be used in conjunction with sand in 
the making of mortar for laying units of 
masonry construction. 

Time of Setting 

2. Neat cement paste mixed to nor- 
mal consistency shall not develop initial 
set in less than 60 min., as determined 
by the Gillmore needle. Final set shall 
be attained within 24 hr. 

Soundness 

3. A pat of neat cement shall remain 
firm and hard, and show no signs of dis- 
tortion, cracking, checking, or disinte- 
gration in the steam test for soundness. 

Compressive Strength 

4. The average compressive strength 
of 2-in. mortar cubes, made, stored, and 
tested in accordance with Sections 19 


1 IJnder^ the staEdardxmtion procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-l on Cement, 

2 Accepted by Committee E-IO on Standards, August 

28,. 1944., ^ ^ . 

These si^cifications are in effect a tentative revision 
of, and are intended to replace, when adopted, the Stand- 
ard. Specifications .for Masonry Cement (C 91 - 40), see 
p. 7. ■ 


to 29, shall be not less than 400 psi. at 
the age of 7 days. The average strength 
at 28 days shall be not less than 750 psi. 

Water Retention 

5. Cement mortar after suction for 
60 sec. shall have a flow greater than 
70 per cent of that immediately after 
mixing, when tested in accordance with 
the procedure described in Section 30. 

Staining 

6. This requirement shall apply only 
when the invitation for bids specifically 
states that the cement shall be non- 
staining to limestone. Nonstaining ce- 
ment shall contain not more than 0.03 
per cent of water-soluble ‘‘alkali’^ when 
tested in accordance with Section 31. 

Note.— 'The amount and nature of the stain- 
ing material in limestones seem to vary with 
the stone. The alkali in any cement may, 
therefore, induce markedly different staining 
on different stone, even though the stone may 
have come apparently from the same source. 
The amount of alkali permitted by the specifica- 
tions should not cause stain unless stone high 
in staining material has been used, or unless 
insufficient means have been used to prevent 
infiltration of water into the masonry. 
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Packaging and Marking 

7. The cement shall be delivered in 
suitable bags or barrels with the brand 
and name of the manufacturer and the 
net weight plainly marked thereon. 
All packages shall be in good condition 
at the time of inspection. Packages 
varying more than 5 per cent from the 
weight marked thereon may be rejected, 
and if the average weight of packages 
in any shipment as shown by weighing 
50 packages taken at random is less than 
the weight marked thereon, the entire 
lot represented may be rejected. 

Storage 

8. The cement shall be stored in a 
suitable weathertight building that will 
protect it from dampness, and in such a 
manner as to permit safe and easy access 
for proper inspection and identification 
of each lot. 

Inspection 

9. Every facility shall be provided 
the purchaser for the necessary inspec- 
tion and sampling. 

Rejection 

10. The cement shall be rejected if it 
fails to meet any of the requirements of 
these specifications. Cement remaining 
in storage prior to shipment for a period 
greater than 6 months after test shall be 
retested, and shall be rejected if it fails 
to meet any of the requirements of these 
specifications. 

Sampling and Methods . 

OF Testing 

Size and Number of Samples 

11. Each sample of cement selected for 
purpose of tests shall weigh at least 5 
lb. and shall represent not more than 
1200 bags. If only one sample is taken, 
it shall weigh at least 10 lb. 


Shipment of Samples 

12. Samples shall be shipped and 
stored in airtight, moistu reproof con- 
tainers. 

Temperature 

13. The temperature of the room and 
dry ■ materials shall be maintained at. 
not less than 20 C. (68 F.) and not more 
than 27.5' C. (81.5 F.). ' The tempera- 
ture of the mixing water, moist closet, 
and water in the cube storage tank shall 
not Y£Liy from 21 C. (70 F.) by more 
than 1.7 C. (3 F.). 

Preparation of Samples 

14. The sample of cement shall be 
given a preliminary sieving by being 
passed through a No. 20 (840-micron) 
sieve^ in order to thoroughly mix the 
sample, break up lumps, and remove 
foreign materials. 

Preparation of Cement Pastes 

15. A 500-g. portion of the cement 
shall be placed in the form of a crater on 
a plane, nonabsorbent plate. About 
one half of the mixing water necessary 
for normal consistency (Section 16) shall 
be poured into the crater, the cement 
mixed into the water with the finger 
tips until all the water is taken up by 
the cement, the remainder of the water 
added, and the paste then mixed with the 
fingers until all the water is absorbed. 
The mixing operation shall then be com- 
pleted by continuously and vigorously 
squeezing and kneading the paste with 
the hands for at least 3 min. During 
the operation of mixing, the hands shall 
be protected by rubber gloves. 

Normal Consistency 

16. Normal consistency sh.all, .be '■ de- 
termined by the Vicat apparatus in 


3 Detailed reguirements for these sieves are given in the 
Standard Specitkations for Sieves for Testing Purposes 
(A.S.T.M. Designation: E il), seep. 1237. 
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accordance with the Standard Method 
of Test for Normal Consistency of 
Hydraulic Cement (A.S.T.M. Desig- 
nation: C 187)/ except that the mixing 
of the paste shall be performed in ac- 
cordance with Section 15 of these speci- 
fications. 

Time of Setting Test 

17. The time of setting shall be de- 
termined by the Gillmore needle method 
in accordance with the Standard Meth- 
ods of Test for Time of Setting of Hy- 
draulic Cement by the Vicat or Gillmore 
Needles (A.S.T.M. Designation: C 191)/ 
except that the mixing of the paste shall 
be performed in accordance with Section 
15 of these specifications. 

Soundness Test 

18. Pats of neat cement, made and 
tested in accordance with the Standard 
Method of Test for Soundness of Ply- 
draulic Cement over Boiling Water 
(Pat Test) (A.S.T.M. Designation: C 
189)/ except that the pastes shall be 
prepared in accordance with Section 15 
of these specifications, shall remain firm 
and bard and show no signs of distortion, 
checking, cracking, or disintegration. 

Compressive Strength Test 

19. Apparatus: {a) Scales . — ^The scales 
used in weighing materials for mortar 
mixes shall conform to the following re- 
quirements: On scales in use the permis- 
sible variation at a load of 2000 g. shall 
be plus or minus 2.0 g. The permissible 
variation on new scales shall be one half 
of this value. The sensibility reciprocaP 
shall be not greater than twice the per- 
missible variation. 

^ Appears in this publication, see Contents in Numeric 
S quence of A.S.T.M. Designations at front of book. 

sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of equinbrium of tlu\ pointer one division. 
For a complete definition of sensibility reciprocal, see 
“Specifications, Tolerances, and Regulations for Com- 
mercial Weighing and Measuring Devices,” Bmdbook H2:9, 
Nat. Bureau Standards, September, 1942, pp. 87 and 88. 


(b) Weights . — The permissible varia- 
tions on weights in use in weighing mate- 
rials for mortar mixes shall be as pre- 
scribed in Table I. The permissible 
variations on new weights shall be one 
half of the values in Table I. 

TABLE I. — PESmSSIBLE VARIATIONS ON .WEIGHTS. 


Permissible 
Variations on 
: Weights in Use, 
plus or minus, 

Weight, g. g. 

1000 0.5 

900 .. . 0.45 

750 0.4 

500 .. ... 0.35 

300 0.3 

250 0.25 

200 0.20 

100 0.15 

50 0.10 

20 0.05 

10 0.04 

5 0.03 

2 0.02 

1 ..... 0.01 


(c) Sieves. — Square-hole, woven wire 
cloth No. 20 (840-micron), and No. 30 
(590-micron) sieves conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11)'^ shall be used. 

(d) Glass Graduates . — Glass graduates 
of suitable capacities (preferably large 
enough to measure the mixing water in a 
single operation) shall be made to deliver 
the indicated volume at 20 C. (68 F.). 
The permissible variation shall be plus or 
minus 2 ml. These graduates shall be 
subdivided to at least 5 ml The main 
graduation lines shall be circles and shall 
be numbered. The least graduations 
shall extend at least one seventh of the 
way around, and intermediate gradua- 
tions shall extend at least one fifth of the 
way around. 

{e) Specimen -Molds for the 

2-in. cube test specimens shall be tight 
fitting. The parts of the molds when 
assembled shall be positively held to- 
gether. The molds shall be made of hard 
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metal not attacked by the cement mor- 
tar. For new molds the Rockwell hard-, 
ness number of the metal shall be not less 
than B 55. There shall be sufiicient 
material in the sides of the molds to pre- 
vent spreading or warping. The interior 
faces of the molds shall be plane surfaces 
with a permissible variation of 0.001 in. 
for new molds and 0.002 in. for molds in 
use. The distances between opposite 
faces shall be 2 zfc 0.005 in. for new molds, 
and 2 d= 0.02 in. for molds in use. The 
height of the molds, measured separately 
for each cube compartment, shall be 2 
in. with permissible variations of plus 
0.01 in. and minus 0.005 in. for new 
molds, and plus 0.01 in. and minus 
0.015 in. for molds in use. The angle 
between adjacent interior faces, and be- 
tween interior faces and top and bottom 
planes of the mold shall be 90 dr 0.5 deg. 
measured at points slightly removed from 
the intersection of the faces. 

(f) Mixing BowL — The mixing bowl 
shall be of enamelware or other non- 
absorbent, noncorroding material and 
shall have a capacity of about 1 gal. 

(g) Flow Table , — The flow table appa- 
ratus shall consist of a rigid metal frame 
and a circular rigid table 10 in. in diame- 
ter wuth a shaft attached perpendicular 
to the table top. The table with 
attached shaft shall be mounted on the 
frame in such a manner that it can be 
raised and dropped vertically through a 
fixed height of | in. by means of a rotated 
cam. The table top shall have a plane 
surface and be of noncorrodible metal. 
The table and the attached shaft shall 
weigh 9 zt 0.1 lb. The end of the shaft 
shall not strike upon the cam at the end 
of the drop. The surfaces of the table 
and the frame which come into contact 
at the end of the drop shall be plane and 
parallel with the upper surface of the 
table and the material of these parts 
shall be hard metal to prevent cushioning 


effect. ■ The contact faces of the cam and 
the shaft shall be such that the table does 
not rotate more than one revolution 
during the 25 drops. The frame shall be 
attached rigidly to a concrete pedestal 
which shall be attached rigidly to the 
floor. The concrete pedestal shall be at 
least 8 in. square or in diameter at the 
top and at least 25 in. in height with a 
base suitable for rigid attachment to the 
floor and shall weigh at least 100 lb. 
The table top, after the frame has been 
mounted on the pedestal, shall be level 
along any two diameters at right angles 
to each other in both the raised and the 
lowered position. 

(h) Flow Mold , — The flow mold shall 
be made of noncorrodible material and 
shall be 4 in. in inside diameter at the 
base, 2.75 in. in inside diameter at the 
top, and 2 in. in height. 

(i) Trowel . — The trowel shall have a 
steel blade 4 to 6 in. in length, with 
straight edges, 

(j) Testing MacMne . — The testing ma- 
chine may be either the hydraulic or the 
screw-type with sufficient opening be- 
tween the upper bearing surface and the 
lower bearing surface of the machine to 
permit the use of verifying apparatus. 
The load applied to the test specimen 
shall be indicated with an accuracy of 
plus or minus 1.0 per cent. The upper 
bearing shall be a spheiically seated, 
hardened metal block firmly attached at 
the center of the upper head of the 
machine. The center of the sphere shall 
lie at the center of the surface of the block 
in contact with the specimen. The block 
shall be closely held in its spherical seat, 
but shall be free to turn in any direction. 
The diagonal or diameter® of the bearing 
surface shall be only slightly greater 

8 A diameter of 3^ in., which is large enough for testing 
3 by 6-in. cylinders, Is satisfactory^ provided that the lower 
bearing block has a diameter slightly greater than the 
diagonal of the face of the 2- in. cube but not more tlmn 2.9 
in., and is centered with respect to the upper bearing block 
ana held in position by suitable means. 
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than the diagonal of the face of the 2-in. 
cube in order to faci’itate accurate cen- 
tering of the specimen. A hardened 
metai bearing block shall be used beneath 
the specimen to minimize wear of the 
lower platen of the machine. The bear- 
ing block surfaces intended for contact 
with the specimen shall have a Rockwell 
hardness number not less than C 60. 
These surfaces shall not depart from 
plane surfaces by more than 0.0005 in. 
when the blocks are new and shall be 
maintained within a permissible varia- 
tion of 0.001 in. 

20. Standard Sand. — The sand used 
for making test specimens shall be nat- 
ural silica sand from Ottawa, III, graded 
to pass a No. 20 (840-micron) sieve and 
retained on a No. 30 (590-micron) 
sieve.^ This sand shall be considered 
standard when not more than 15 g. are 
retained on the No. 20 sieve, and not 
more than 5 g. pass the No. 30 sieve after 
S min. of continuous sieving of a 100-g. 
sample in the manner specified for sieving 
cement in the Standard Method of Test 
for Fineness of Hydraulic Cement by the 
No. 200 Sieve (A.S.T.M. Designation: C 
184)." 

21. Number of Specimens. —Three or 
more specimens shall be made for each 
period of test specified. 

22. Preparing Specimen Molds . — 
The interior faces of the specimen molds 
shall be thinly covered wdth mineral oil 
or light cup grease. After assembling 
the molds, excessive oil or grease shall 
be removed from the interior faces and 
the top and bottom surfaces of each 
mold. Molds shall then be set on plane, 
nonabsorbent base plates which have 
been thinly coated with mineral oil, 
petrolatum, or light cup grease. 

23. (a) Proportions for Standard Mor- 
tar.— The mortar shall consist of 1 part 
cement to 3 parts of standard sand by 
weight. The quantities of dry materials 
to be mixed at one time shall be 500 g.. 


of cement and 1500 g. of sand. The 
quantity of mixing water, measured in 
milliliters, shall be such as to produce 
a flow of between 100 and 115 when 
determined in accordance with Section 

24. 

(b) Mixing of Mortars.— The mortars 
shall be mixed in a nonabsorbent bowl of 
about 1-gal. capacity. A measured 
quantity of w^ater shall be poured into the 
bowl which has previously been wiped 
with a damp cloth. The cement shall 
then be added and stirred into the water 
with the fingers of one hand until all the 
cement is wetted. Approximately 800 
g. of sand shall then be added and the 
stirring continued for 30 sec. The re- 
mainder of the 1500 g. of sand shall then 
be added and the mortar mixed for 
75 sec. by vigorous and continued stir- 
ring, squeezing, and kneading with one 
hand. The mortar shall then be allowed 
to stand for 60 sec. and then mixed for 
another 60 sec. During the operation 
of mixing, the hands shall be protected 
by rubber gloves. 

24. Determination of Flow.— The flow- 
table top shall be carefully wiped dry and 
the fl-ow mold placed at the center. 
Immediately after completing the mixing 
operation, the mold shall be filled with 
mortar gently pressed into place by the 
finger tips to insure uniform filling. The 
mortar shall then be cut off to a plane 
surface, flush with the top of the mold, 
by drawing the straight edge of a trowel 
(held nearly perpendicular to the mold) 
with a sawing motion across the top of 
the mold. The mold shall be lifted away 
from the mortar 30 sec. after completing 
the mixing operation. Immediately the 
table shall be dropped through a height 
of I in., 25 times in 15 sec. The flow is 
the resulting increase in diameter of the 
mortar mass, expressed as a percentage 
of the original diameter. Trial mortars 
shall be made with varying percentages 
of water until the specified flow is ob- 
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tairied. Each trial shall be made with 
fresh, mortar. 

25. M.oldmg Tesl Specimens. — Im- 
mcdia,tely after , mixing the standard 
mortar in accordance Avith the procedure 
described in Section 23 (5), the mortar 
shall be placed in the specimen molds, 
whichs hall rest on plane, nonabsorbent 
plates. The molds shall be half filled 
with mortar, the mortar puddled into 
p>lace with the finger tips of the gloved 
hand, the mold then filled to overflowing, 
and the mortar again puddled with the 
finger tips. The mortar shall then be 
troweled off flush with the top of the 
molds. 

26. Storage of Test Specimens: — All 
test specimens, immediately after mold- 
ing, sliall be kept in the molds on plane 
plates in a damp closet, maintained at a 
relative humidity of 90 per cent or 
more, for from 48 to 52 hr. in such a 
manner that the upper surfaces shall 
be exposed to the moist air. The cubes 
shall then be removed from the molds 
and placed in the damp closet for 5 
days in such a manner as to allow free 
circulation of air around at least five 
faces of the specimens. At the age of 7 
days the cubes for the 28-day tests 
shall be immersed in clean running water 
in storage tanks of noncorrodible ma- 
terials. 

27. Testing of Specimens. — Testing of 
the cube specimens shall be carried out 
immediately upon their removal from the 
moist closet for 7-day specimens, and 
from storage water for all other 
specimens. If more than one specimen 
at a tune is x*emoved from the storage 
water for testing, these cubes shall be 
placed in a pan of water of sufficient 
depth to completely immerse each cube 
until its removal for testing. The load 
shall be applied to faces of the cubes 
that were in contact with the true plane 
surfaces of the mold. These faces shall 
be checked by application of an accurate 


straightedge. If' appreciable curvature 
is present, the face or. faces shall be- 
ground to a plane surface before loading, 
or the specimens sh.all be discarded. 
Loose sand grains, or incrustations shall 
be removed from the contact faces, and 
the cubes shall then be carefully placed 
in the testing machine below the center 
of the upper bearing block . No cushion- 
ing. or bedding materials shall be used. ' 
The loading up to 25 per cent of the ex- 
pected maximum load may be applied 
at any convenient rate, after which the 
specimens shall be loaded continuously 
to failure at a rate or rates which shall at 
no time be less than 1000 nor more than 
6000 psi, per min. 

28. Calculations. — The total max- 
imum load indicated by the testing 
machine shall be recorded, and the com- 
pressive strength calculated in pounds 
per square inch from the cross-sectional 
area of the cube tested. 

29. Faulty Cubes and Retests. — Cubes 
that are manifestly faulty or that give 
strengths differing by more than 10 per 
cent from the average value of all test 
specimens made from the same sample 
and tested at the same period shall not 
be considered in determining the com- 
pressive strength. After discarding 
cubes or strength values, if less than two 
strength values are left for determining 
the compressive strength at any given 
period, a retest shall be made. 

Water Retention Test' 

30. (a) Apparatus. — For the water re- 
tention test, an apparatus essentially the 
same as that shown in Fig. 1 shall 
be used. This apparatus consists of a 
water aspirator controlled by a mercury 
column relief and connected by way of a 
three-way stopcock to a funnel upon 
which rests a perforated dish. A mer- 
cury manometer, connected as shown in 
Fig. 1, indicates the vacuum. A rubber 
gasket shall be sealed to the top of the 
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funnel and shall be kept wet during a 
test to insure a seal between the funnel 
and dish. The perforated dish shall be 
made of nonabsorbent material. Hard- 
ened filter paper equivalent to Carl 
Schleicher & Schuell filter paper No. 
575 shall be used. It shall be of such 


mixing bowl. Immediately after re- 
mixing, the mortar shall be uniformly 
distributed, without compacting, over 
the sheet of dampened filter paper in 
the perforated dish and the surface 
leveled off flush with the rim of the dish 
by drawing a straightedge across the dish 




Mber , / 
dash/-' 





Funnel'-^' 




--Merci/ry 


Fig. 1. — Apparatus Assembly for the Water Retention Test. 


diameter that it will lie flat and com- 
pletely cover the bottom of the dish. 

(i) Method , — The mortar shall be 
mixed to a flow of from 100 to 115 
per cent in accordance with the pro- 
cedure described in Section 23 (J). Im- 
mediately after making the flow test, the 
mortar on the flow table shall be remixed 
for 30 sec. with that remaining in the 


with a slightly sawing motion. The 
dish shall then be seated on the wetted 
gasket, and with the mercury relief 
column previously adjusted so as to 
maintain a vacuum of 2 in., the stop- 
cock shall be turned to apply the vac- 
uum to the funnel. After suction for 
60 sec., the stopcock shall be quickly 
turned to expose the funnel to atmos- 
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pheric pressure. The contents of the 
dish , shall then be immediately re- 
moved by „ means of a putty knife or 
square-end spatula 'and placed in the 
mold on the, flow table. As each portion 
of mortar is placed in the mold it shall 
be, well' ,,pudd.ied with glove-covered 
fingers. the mold is filled, the 

mortar shall be smoothed off level with 
the top of the mold, using the edge of a 
trowel, and the' flow determined as prev- 
iously. The entire operation shall be 
carried out without interruption and as 
quickly as possible and shall require not 
more than 7 min. for completion, start- 
ing from the completion of the mking 


of the mortar for the first flow deter- 
mination. Eoth flow' determinations 
shall be made in accordance with the 
procedure described in Section 24, special 
care being taken to fill the mold uni- 
formly when obtaining the flow after 
suction. 

Staining Test (Determination of Water- 

Soluble Alkali) 

31. Water-soluble alkali shall be deter- 
mined in accordance with Section 23 of 
the Standard Methods of Chemical 
Analysis of Portland Cement (A.S.T.M. 
Designation: C 114).^ 


Tentative Method of Test for 
ATR CONTENT OF PORTLAND-CEMENT LIORTAR’ 



A.S.T.M. Designation: C 185 - 46 T 
Issued, 1944; Revised, 1946.® 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with esiabiished procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
determining the air content of portland- 
cement mortar under the conditions 
hereinafter specified. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Measure,— h. cylindrical measure 
having an inside diameter of 3 it in. 
and a depth (approximately 4^ in.) 
adjusted by standardization with water 
to contain 500 -h 1 mi. at 21.1 C. (70 F.) 
(Note). A satisfactory mold may be 
machined from seamless steel tubing or 
nominal 3-in. wrought-iron pipe, to which 
a steel disk about | in. in thickness is 
welded to form the bottom. 

Note. — The 500-mL measure can be cali- 
brated readily by filling with distilled water 
at 21.1 C. (70 F.) to a point where the meniscus 
extends appreciably above the top of the 
measure, placing a clean piece of plate glass on 
the top of the measure, and allowing the excess 


y Under tbe standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C*1 on Cement. 

2 Revision accepted by the Administrative Committee 
on Standards, January 24, 1946. 


water to be squeezed out. The absence of air 
bubbles as seen through the glass insures that 
the measure is completely full. Care shall be 
taken that the e.xcess water is wiped from the 
sides of the container before weighing. 

Another method of calibration is to cover the 
measure, which has been set on counter-balanced 
scales, with the clean glass filate. The measure 
shall be level during the calilu'ation. The j late 
shall be set over the top of the measure so that 
only a narrow slit remains uncovered. Distilled 
water at 21.1 C. (70 shall then be poured 
through the opening between co\-er and measure 
until the water is in contact with the glass plate 
at all points. The water level in the slit shall 
then be adjusted so that there is neither a 
positive nor negative meniscus with tbe edge of 
the cup. This is easily observed by noting 
reflection of light, with the ej'e at the level of 
the cup. 

In both methods, the water content of the 
measure, in grams, divided by 0.998 gives the 
capacitj^ in milliliters. 

(5) Tamping Rod , — A bullet-pointed 
rod I in. in diameter and 10 in. in length. 

(^:) Stra ighledge , — A si eel straightedge 
not over J ’m, in thickness. 

(d) Spatula— A 6-in; metal spatula 
with straiglit edges. 

(r) Sca/e5.— Scales having a capacity 
sufficient to weigh the mortar and the 
container (approximately 2 kg.). The 
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permissible variation at 2 kg. shall be 
plus or min,us 1 g. 

„ (j): Mixing Bowl, — A mixing bowl of 
4-qt. capacity. A circular metal or 
enameled bowl with a flat bottom is pre- 
ferred. 

(g) Siems, — Square-hole, woven wire 
cloth, No, 20 (840-microii) and No. 30 


cated volu.me at 20 C. (68 F.). The per- 
missible variation shall be plus or minus 
2 ml. The main graduation lines shall 
be circles and. shall be numbered. The 
least, graduations shall extend at least 
one seventh of the way around and inter- 
mediate graduations shall extend at 
least one fifth of the way around. 
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Fig. 1. — Burmister Mortar Flow Trough. 


(590-micron) sieves conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: Ell).^ 

(k) Glass Graduates , graduates 
of 250-mL capacities, for measuring the 
mixing water, made to deliver the indi- 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(i) Burmister Mortar Flow Trough,— 
The flow trough apparatus shall consist 
of a hemicylindrical trough of yellow 
brass closed at one end and operated by 
a cam to produce a drop of 1| in. from 
the horizontal position at the open end 
of the trough, and a solid steel base. 
The apparatus shall be constructed of 
the materials and to the dimensions 
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shown,, in Fig. 1 . The , weight , of the 
trough with the gate .removed shall be 
514 dz 5.0 g, and the balance point, shall 
be iocated dz in. from the closed 
end of the trough. The base shall be 
level, and the cam, heel plate, pivotal 
shaft, and pivotal shaft seat shall be 
clean and free from set cement, dirt, or 
grit. 

Temperature 

3. The temperature of the room and 
dry materials shall be maintained be- 
tween 20 and 27.5 C. (68 and 81,5 F.). 
The temperature of the mixing water 
shall not vary from 21 C. (70 F.) by 
more than plus or minus 1.7 C. (3 F.). 

Standard Sand 

4. The sand used for making the stan- 
dard mortar (Section 5 (a)) shall be 
natural silica sand from Ottawa, 111., 
graded to pass a No. 20 (840-micron) 
sieve and retained on a No. 30 (590- 
micron) sieve. This sand shall be con- 
sidered standard when not more than 15 
g. are retained on the No. 20 sieve and 
not more than 5 g. pass the No. 30 sieve 
after 5 min. of continuous seiving of a 
100-g. sample in the manner specified 
for sieving cement in the Standard 
Method of Test for Fineness of Hydraulic 
Cement by the No. 200 Sieve (A.S.T.M. 
Designation: C 184).® 

Procedure 

5. (a) Batch . — The proportions of the 
standard mortar shall be 300 g. of cement 
to 1200 g. of standard sand and sufficient 
water, in multiples of 4 ml., to give a flow 
between 2.4 and 2.9 in. (Note 1) on the 
mortar flow trough when determined in 
accordance with Paragraph ((;). 

Note 1. — It is indicated by test that the air 
content of the mortar is not affected appreciably 


by a variation in .flow within, the .O.S-m* ,rai3,ge 

specified. 

(6) Mixing of ■ Mortar. — The. .m.ixing 
shall be done in a bowl (Section 2 (/)) by 
vigorous and continuous stirring, squeez- 
ing, and kneading with one hand,, which 
shall be protected by a snug-fitting rub- 
ber glove. The materials for a batch 
shall be introduced in the following 
manner: 

(/) Place the water in the bowl,.\yhich 
has just been wiped with a damp 
cloth or damp sponge, 

{2) x^dd the cement to the water and 
mix for 30 sec., 

(J) Add approximately one half of 
the standard sand and mix for 
30 sec., 

(4) Add the remainder of the sand and 
mix for 1 min., 

(5) Let the mortar stand for 1| min. 
(covered with a damp cloth), and 

(6) Mix for 1 min. 

(c) Flow Determination . — The mortar 
flow trough shall be dry at the beginning 
of the flow determination. The gate 
shall be put in place and the trough sup- 
ported in the horizontal position. The 
trough shall be filled between the gate 
and the closed end wdth the mortar in two 
layers, puddling each la3^er 15 times with 
the gloved forefinger of one hand. The 
remaining mortar of the batch in the 
bowl shall be covered wdtli a damp cloth. 
Gare shall be taken in placing the 
mortar under the sloping gate and at the 
back end of the trough. Immediately 
after completion of puddling the last 
layer and before smoothing off the sur- 
face, the dosed end of the trough shall 
be tapped lightly twice on each side with 
tlie handle of the spatula to prevent the 
mortar from sliding and breaking away 
from the closed end during the flow 
determination. The fiat side of the 
spatula blade shall be placed across the 
trough just behind the gate, witii the 
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length, of the blade at right, angles to the 
length of the trough. Tlie mortar shall 
then .be smoothed off by drawing, the 
spatula blade, with its leading edge 
slightly raised, to the dosed end of the 
trough in a single stroke (Note 2), The 
mortar shall then be cut off to a level sur- 
face flush with the top of the trough by 
drawing the straight edge of the spatula 
with a sawing motion over the trough 
from the gate to the back end. Care 
shall be taken that the surface of the 
trough from the gate to the open end is 
clean and dry. If seepage under the gate 
has occurred, it shall be removed with a 
dry absorbent cloth. The gate shall be 
removed by lifting one side in a hinge 
motion, using the other side as a pivot, 
and the free end of the trough shall be 
allowed to drop under its own weight. 
The free end shall again be raised until 
the trough is horizontal, and again al- 
lowed to drop. Ten drops shall be made 
at the rate of 1 drop per second. The 
flow shall be measured to the nearest 
0.1 in. by means of a suitable scale. The 
difference between the distance from the 
toe of slope of the mortar to the open 
end of the trough and 3 in. shall be re- 
corded as the flow. The operation of 
raising and dropping the free end of the 
flow trough shall be started immediately 
after removing the gate and not more 
than 45 sec. after completion of mixing. 
Each determination of flow shall be made 
on a fresh portion of material from the 
same or a new batch. When the flow is 
not within the required range (paragraph 
(d)), a new batch shall be made with an 
adjusted water content. 

Note 2. — It is essential to the smooth oper- 
ation of the trough and height of drop that the 
contact surface of the cam and heel plate of 
the trough, and the pivotal shaft and its side 
seats be kept clean and free of grit. Contami- 
nation of these surfaces due to striking off ex- 
cess mortar and other operations shall be pre- 
vented by suitable removable covers of metal 
or cloth. 


(d) Weight per 500 ml, of mortar , — • 
When the quantity of mixing water has 
been found that produces a flow between 
2.4 and 2.9 in., the weight per 500 ml. of 
mortar shall be determined immedi- 
ately, using the mortar remaining in the 
mixing bowl after the flow has been de- 
termined. The portion of the mortar 
used in the flow determination shall not 
be used in the determination of the 
weight per 500 ml. The mortar shall 
be placed in the 500-ml. measure in three 
equal layers, rodding each layer 15 times 
with the tamping rod and taking care to 
penetrate only the surface of the layer 
previously placed. Each layer shall be 
spaded thoroughly with the spatula 
around the inner surface of the measure 
to remove all rod holes and to consolidate 
the mortar adhering to the inner surface 
of the measure. Care shall be taken that 
no rod holes are left in the mortar and 
that no additional holes are introduced 
by the spading operation. The excess 
mortar shall be struck off with a steel 
straightedge flush with the top of the 
measure, making two passes over the 
entire surface, the second pass being 
made at right angles to the first. Care 
shall be taken in the striking-off opera- 
tion that no loose sand grains cause the 
straightedge to ride above the top sur- 
face of the measure. The entire opera- 
tion of filling and striking off the measure 
shall be accomplished within 1| min. 
All mortar and water adhering to the 
outside of the measure shall be wiped 
off and the measure and contents 
weighed (Note 3). The weight of 
the mortar in grams, after subtracting 
the weight of container, shall be re- 
corded. 

Note 3. — This operation may be^ facilitated 
by placing the measure on a steady flat-surfaced 
support of lesser diameter than the measure 
while filling and wiping. 

Calculatioja 

6. The air content of the mortar shall 
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be calculated from the following formula,, 
which is based on the batch proportions 
given in Section 5 (a), taking the specific 
gravity of cement as 3.15 and of standard 
Ottawa sand as 2.65:^ 

Air content, per cent by volume = 


100 - 2W 


(182.7 + P) 
(5000 4- lOP) 


where: 

W = weight of 500 ml. of mortar in 
grams, and 

P == percentage mking water, based on 
weight of cement used. 


Reproducibility 

7. Duplicate determinations of the air 
content shall be made by this method on 
separate batches and the average value 
obtained shall be reported. Values for 


percentage of air content obtained i.n the 
test should not differ from the average 
by more than plus or minus 1.0. 


^ This fomiula may be derived as follows: 

Air content, per cent by volume =*100 ^ ■ (1) 

where: 

Wa = actual weig,ht per unit of volume as determined by 
A.S.T.M. Method C 185, 

If 

— 500 weiglit in grams of the 

specified 500 mj. of in,ortar (Section Sid )) , 

We ** theoretical weight per unit of volume, calculated on 
an air-free basis as follows, and using the values for 
specific gravities and quantities of materials as 
given in Sections S(a) and 6, 

_ 300 4- 1200 d- 300 X P X 0.01 
300 1200 . 36ox>xo.oi 

3.15 2.65 1 


5 -f O.OIP 


, and 


1.827 + 0.01 P ’ 

P = percentage of mixing water, based on weight of ce* 
ment. 

Substituting for Wa and ifc in Eq. 1, we have: 

Air content, per cent 


/ W 

by volume = 100 ( 1 — ^ X 


1.827 -fO.OlP ^ 
5 + 0.01? ; 


_ tan - ^ Y (b8^7 4-Q.QlP) 
" 5'^ (5 -b O.OIP) 


2117 mi 


■F) 


(5000 -f lOP) 
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Tentative Methods of 

CHEMICAL ANALYSIS OF PORTLAND CEMENT^ 



A.S.T.M, Designation: C 114“-46 T 

Issued, 1937; Revised, 1938, 1939, 1940. 1942, 1944, 1946.» 

These Tentative Methods have been approved by the sponsoring com- 
inittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


General Requirements 

1. The sampling, apparatus, purity of 
water and reagents, concentration of rea- 
gents, glassware, and number of chemical 
determinations shall conform to the re- 
quirements prescribed in Sections 2 to 7 
(a) of the Standard Methods of Chemical 
Analysis of Portland Cement (A.S.T.M. 
Designation: C114~46).2 

VmSOL RESIN 

Determination by the Methoxyl Method^ 
Apparatus 

2. {a) StnA-Micfo Distillation Af- 
paraitis. — The apparatus to be used shall 
be similar to the one illustrated in Fig. 1,® 
and shall consist of a reaction flask with 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

2 Latest revision accepted by the Society at annual 
meeting, June, 1946. 

These methods are in effect a tentative revision of and, 
when adopted, are intended to be added to the Standard 
Methods of Chemical Analysis of Portland Cement (A.S. 

T.M. Designation: C 114 -46), see p. 17. 

3 Appears in this publication, see Contents in Numerid 
Sequence of A.S.T.M. Designations at front of book. 

^ For a discussion of the principle and histoiical de- 
velopment of the methoxyl method lor determining Vinsol 
resin, reference may be made to the paper on “The Princi- 
ple of the Methoxyl Method for Determining Vinsol Resin 
in Portland Cement,” see the compilation of “A.S.T.M. 
Standards on Cement,” issued as a separate publication. 
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a side arm for CO 2 , an air condenser with 
trap, an adapter, and two absorption 
tubes. 

(b) Pipette. — For transferring the bro- 
mine solution to the absorption tubes, it 
is convenient to use a 2-ml. pipette with 
the stem cut off about 1 cm. below the 
bulb. The capacity will then be ap- 
proximately 1.5 ml., and this amount can 
be conveniently withdrawn without suc- 
tion by dipping the pipette into the 
bromine solution up to the mark. 

(d:) Boiling Rod. — To prevent bump- 
ing, a device known as a boiling rod shall 
be used. It shall consist of a piece of 
capillary glass tubing, approximately 6 
cm. in length and 1 mm. in inside di- 


8 These requirements are based on the apparatus 
designed by E. P. Clark, of the United States Bureau of 
Entomology and Plant Quarantine, for the determination 
of alkoxyi groups; E. P. Clark: “Studies on Gossypol, 
VI. The Action of Boiling Hydriodic Acid as Used in tlie 
Zeisel Method upon Gossypol and Some of its Derivatives. 
A Semi-Micro Zeisel Methoxyl Method,” Journal , Am. 
Chemical Soc,, Vol. 51, No. 5, May, 1929, pp. 1479-1483; 
“The Viebock and Schwappach Method for the Determina- 
tion of Methoxyl and Ethoxyl Groups,” Journal^ Assn, of 
Official Agricultural Chemists, Vol. 15, No. 1, February, 
19312. pp. 136-140; “Semiraicro Quantitative Organic 
Analysis,” pp. 68-72, Academic Press, Inc., New York, 
N. Y. (1943). References to other forms of the ap- 
paratus which have been suggested for use appear in a 
paper on .“The Principle of the Methoxyl Method for De- 
termining Vinsol Resin in Portland Cement,” see the com- 
pilation of “A.S.T.M. Standards on Cement,” issued as a 
separate publication. 
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ameter. ' It shall be sealed, and fire- 
polished at one end, and the capillary 
• shall be closed about 1 cm. from the other 
end, which shall be fire-polished. ■When 
this rod is placed in the flask with the 
open end down, it wdll induce uniform 
boiling so long as sufficient heat is con- 
stantly applied to the liquid. A dry 
boiling rod shall be used for each de- 


. (f) BureUe—J}m to the small vol- 
umes of standard Na 2 .S 203 solution,: re- 
quired for most cement samples, the use 
of a 5-mL burette graduated to 0.01 or 
0.02 ml. is recommended. 

Reagents 

3. (a) Potassium Acetate in Acetic 
Acid. — Dissolve 100 g. of anliydroiis 



termination. A boiling rod is not used 
if the side arm is a separate unit with a 
ground glass joint and extends close to 
the bottom of the reaction flask to serve 
the same purpose. 

(d) Steam Bath.— All opeji-type stesim 
bath (steam at atmospheric pressure) 
shall be used. 

(e) Oil Baik— All oil bath, preferably 
electrically heated, that can be main- 
tained at 140 to ISO C. shall be used. 


potassium acetate in 1 liter of glacial 
acetic acid. 

(b) Bromine in Acetic^ Acid— Add 50 
ml. of liquid bromine to 200 ml. of glacial 
acetic acid and shake. 

(c) PhemL—Tvmshi some crystals 
of phenol to a small glass-stoppered bot- 
tle. Before using, melt the material by 
heating to 60 to 70 C. 

(d) Eydriodic Acid (57 per cent, sp. gr. 
1.70). — ^The blank determination on the 



1284 ' 


Chemical Analysis oe Portland Cement (C 114 - 46 T) 


40-g. igaited 'Sample^ as described in 
Section 4 (e), should not exceed 0.3 ml. of 
0.1 N Na2S20,i. If necessary, the '^acid 
may be purified by boiling with a small 
amount of red pliosphorous and a slow 
stream of GO2 for 20 to 30 min., followed 
by distillation, at 126 to 127 C. in all- 
glass apparatus. A slow stream of CO2 
should be maintained through the re- 
ceiver during the distillation. During 
the distillation, the poisonous gas phos- 
phine, PHs, may be formed under certain 
conditions, and this may unite with 
molecular iodine to form the explosive 
PI3, similar in properties to NI3. The 
PI3 may explode on contact with air. 
It is therefore advisable to keep the 
current of CO2 going after the distilla- 
tion has been finished, until the appara- 
tus has cooled; this prevents air from 
being sucked into the apparatus. As a 
safety precaution, the distillation should 
be conducted in a hood or behind a wire- 
glass shield. 

{e) Carbon Dioxide, — k Kipp genera- 
tor with the use of marble and HCl 
(1:1) is convenient, or a cylinder of the 
gas equipped with a suitable needle valve 
may be used. In either case, it is de- 
sirable to pass the gas through a wash 
bottle containing saturated NaHCOs 
solution. Gaseous nitrogen may be sub- 
stituted for CO2. 

(/) Sodium Acetate Solution, — Dissolve 
250 g. of anhydrous sodium acetate in 1 
liter of water. 

(g) Formic Acid {90 per cent), 

(h) Starch Solution. — To 500 ml. of 
boiling water, add a cold suspension of 
5 g. of soluble starch in 25 ml. of water. 
Cool, add a cool solution of 5 g. of NaOH 
in 50 mi. of water, add 15 g. of KI, and 
mix thoroughly. 

(i) Standard Sodium Thiosulfate Solu- 
tion {0,1 N), — Dissolve 25 g. of 

Na2S203-5Hs0 in 200 ml. of water and 
dilute to 1 liter. Use freshly boiled and 
cooled water. It is preferable to allow 
the solution to stand for a few days 


before standardization. Standardize the 
solution against an approximately 0.1 N 
solution of KMn04 that, has been, stand- 
ardized against , sodium oxalate oxidi- 
metric standard furnished by the Na- 
tional Bureau of Standards (standard 
sample No. 40). The standard 0.18' iV* 
potassium permanganate described in 
Section 34 of the Standard Methods of 
Chemical Analysis of Portland Cement 
(A.S.T.M. Designation : C 1 14 - 46)^ 
may be used if. desired. Proceed with 
the standardization as follows: In each 
of two glass-stoppered Erlenmeyer flasks 
put 2 g. of KI and 100 ml. of freshly 
boiled and cooled water. Shake to dis- 
solve the KI and add 2 ml. of HCl (sp. gr. 
1.18). To one flask add slowly from a 
burette either 20.0 ml. of 0.1 N KMnO^ 
or 10.0 ml. of 0.18 N KMn04, while 
swirling the flask gently. To the other 
flask add an equal volume of water. 
Stopper the flasks and let them stand in 
the dark for 10 min. Titrate the iodine 
that has been set free with the Na2S203 
until the solution is of a faint straw color. 
Add 2 ml. of starch solution and continue 
the titration until the blue color has just 
been destroyed. Subtract the volume of 
Na2S203 required in the blank determina- 
tion from that required in the other titra- 
tion, and calculate the normality of the 
Na2S203, based on the normality of the 
KMn04. Calculate the Vinsol resin 
value of the Na2S203 solution as fol- 
lows: 

E = 0.2716 

where: 

E = value of 1 ml. of the Na2S203 solu- 
tion in terms of ■ percentage of 
Vinsol resin in a 40-g. sample of 
cement, 

N = normality of the solution, and 
0.2716 = Vinsol resin value of an ex- 
actly 1 N Na2S203 solution.^ 

Procedure 

4. {a) Extract the chloroform-soluble 
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organic substances. from 40 g. of cement 
as described in Section 30 of the Standard 
Methods of Chemical Analysis of Port- 
land Cement , (A.S.T.M. Designation: 
C 1 14 ~ 46) After weighing the chloro- 
form extract (Note 1), redissolve it in a 
little chloroform. It may be necessary 
to warm the chloroform slightly to effect 
complete solution rapidly. If trouble is 
encountered in complete solution, the 
addition of a little acetone may assist the 
solution. Quantitatively transfer the 
solution to the methoxyl reaction flask, 
using a minimum of chloroform for the 
transfer. Evaporate the solvent on the 
steam bath, taking care not to prolong 
the heating after the residue appears dry. 
A stream of dry air directed down into 
the flask or through the capillary will 
hasten the evaporation. After the resi- 
due appears dry, heat the flask and con- 
tents in an oven at 100 to 105 C. for 15 
min. 

Note 1. — The procedure described in Para- 
graph (a) assumes that values for both total 
chloroform-soluble organic substances and for 
Vinsoi resin are desired on the sample. If 
only the value for Vinsoi resin is desired, the 
chloroform solution obtained in Section 30 (d) 
of Standard Methods C 114-46 may be fil- 
tered directly into the methoxyl reaction flask 
instead of into a weighed beaker or platinum 
dish. In this case, proceed with the evaporation 
of the solution in the flask as described in 
Paragraph (a) of this section. 

(b) Add approximately 6 ml. of the 
solution of potassium acetate in acetic 
acid to the first absorption tube and 4 mi. 
to the second tube. By means of the 
shortened 2-ml. pipette, add approxi- 
mately 1 ml. of the solution of bromine 
in acetic acid to the first absorption tube 
and 0.5 mi. to the second. Stopper the 
tubes temporarily to prevent the bro- 
mine^ fumes from escaping into the air. 
Invert the condenser and add a pinch 
(about twice the size of a pin head) of 
red phosphorus to the trap; then add 
enough water so that when the rubber 
stopper is inserted and the condenser is 


placed upright, the capillary tube will 
dip just below the surface of the liquid. 
Add 2.5 ml. of melted phenol by means 
of a w’arm pipette and 5 ml. of HI (57 per 
cent, sp. gr. 1.70) (Note 2), and then E;. 
dry boiling rod, to the flask coiitaining 
the sample. Moisten the ground-glass 
joint with a drop of HI,, and connect the 
flask and condenser. Connect the adap- 
ter to the other end of the condenser, 
moistening the ground-glass joint with a 
drop of glacial acetic acid. Place tension 
springs or rubber bands around the hooks 
at the ground-glass joints. Connect the 
two absorption tubes, using a one-hole 
rubber stopper at the top of the first tube ■ 
and a piece of moistened absorbent cot- 
ton around the glass tubing at the top of 
the second tube to minimize the escape 
of noxious bromine fumes into the air. 

Note 2. — As the HI sometimes has a rather 
bigh blank value, it is advisable to measure the 
5 ml. of acid as accurately as possible from a 

pipette. 

(c) Connect the apparatus to a source 
of CO 2 and place in an oil bath at 140 to 
150 C. Pass a siowr current of CO 2 
through the apparatus at a rate of about 
two bubbles per second, and maintain 
the oil bath at a temperature of 140 to 
150 C. At the end of about 15 min., 
increase the current of CO 2 to about 
three bubbles per second, and continue 
for an additional 15 min., or a total of 
30 min. 

(d) Add 5 ml. of the sodium acetate 
solution to a 250-mL Erieiimeyer flask. 
Transfer the contents of both absorption 
tubes quantitatively to the flask, using 
water. Dilute to 100 to 125, ml. with 
water, and add formic acid (90 per cent) 
drop by drop, while swirling, until the 
brown color of bromine is discharged; 
then add 10 to 12 drops in excess. Al- 
low the solution to stand Tto 2 min., and 
remove any bromine vapor,, that. :may 
remain in the flask by blowing a' gentle 
stream of GO 2 over the liquid. Add 2 g. 
of K.I, and swirl the flask to dissolve the 
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KI. Add 5 ml of H2SO4 (6:94) and 
titrate immediately with the standard 
Na2S203 solution to a light straw, color. 
Add 2 ml of starch solution and con- 
tinue the titration to the disappearance 
of the blue color. 

(e) BlanL — Make a blank determina- 
tion wdth 40 g. of ignited cement (Note 3), 
following the procedure described in Sec- 
tion 30(e) of Standard Methods C 114-46 
and then using the same amounts of 
reagents and procedure as prescribed in 
Paragraphs (a) to (d) of this section. 

Note 3.— It is not necessary to make a blank 
determination on ignited samples of each cement 
when determinations are made on a series of 
cement samples. However, a blank determina- 
tion should be made on each lot of chloroform 
or HI. 

(/) Calculation. — Calculate the per- 
centage of Vinsol resin as follows, and 
report the results to the nearest 0.001 
per cent: 

Vinsol resin, per cent = JI(Fi — V 2 ) 

where: 

E = value of 1 ml. of the Na2S203 solu- 
tion in terms of percentage of 
Vinsol resin in a 40-g. sample of 
cement (see Section 3(f)), 

Fi = milliliters of Na2S203 solution re- 
quired by the sample, and 
F2 = milliliters of Na2S203 solution re- 
quired by the blank. 

DAREX AIR-ENTRAINING AGENT^ 

■ Apparatus 

5. (a) Distillation Apparatus. — Use an 
all-glass apparatus consisting of a 500- 
ml. Erlenmeyer flask and a Friedrichs 
spiral condenser in which the condensed 
distillate comes out at the lower end. 

6 This proposed method is based on a procedure recom- 
mended by the American Public Health Association and 
the American Water Works Association for determining 
albuminoid nitrogen in water and described in “Standard 
Methods for the Examination of Water and Sewage,” 
Eighth Edition, p. 45 (1936). The general outline of the 
method, as applied to cement, was proposed by the Dewey 
& Almy Chemical Co., manufacturers of Darex Air-En- 
training Agent. Darex AEA is substantially a triethanol- 
amine salt of a sulfonated hydrocarbon. TD A, or any 
other .substance that yields ammonia on treatment with 
alkaline permanganate, will interfere with the deter- 
, mination. 


Note. — If the flask has a standard-taper 
joint which is smaller than that of the condenser, 
an enlarging adapter may be used.. 

(b) Color Comparison Tubes.—Vst 
matched Nessler tubes of 50-mi. capacity 
for comparing the colored solutions. 
The low form is preferable to the high 
form because, when the content of 
Darex AEA is more than 0.02 or 0.03 
per cent, comparison is more precise 
with the low form than with the high 
form. 

Reagents 

6. {a) Water. — Use ammonia-free dis- 
tilled w^ater throughout (Note 1). 

Note 1 . — Ordinary laboratory’’ distilled water 
is usually suitable. If a blank determination 
made wdth water and reagents alone does not 
exceed 1 ml. of the standard NH 4 CI solution, the 
water shall be considered to be satisfactory. If 
the water contains an abnormal amount of am- 
monia or albuminoid nitrogen, it may be purified 
by distillation in an all-glass apparatus in the 
presence of 0.1 g. of Na-^COs and 0.1 g, of 
KMn 04 per liter. Reject the first quarter and 
the last sixth of the distillate. The reagents 
should be prepared and the determination made 
where the atmosphere is free of ammonia and 
ammonium salts. 

(&) Standard Ammonium Chloride 
Solution (1 ml. = 0.00025 g. Darex 
AEA ). — ^Prepare a stock solution which 
contains 3.93 g. of NH4Ci per liter. 
Dilute 10 ml. of this stock solution to 
1 liter to make the standard solution 
(Note 2). 

Note 2. — One milliliter of the standard solu- 
tion contains 0.0000103 g, of nitrogen and is 
equivalent to 0.00025 g. of Darex AEA, or 
0.005 per cent Darex AExA in a 5-g. sample. 
Darex AEA is considered to contain 4.1 per cent 
nitrogen. The standard solution is unstable 
and should not be kept for more than 2 days, 
but the stock solution may be kept for a period 
of at least 6 months. 

{c) Alkaline Solution of Potassium 
Permmganaie.— Dissolve . ■ : , 20 ' ■ . g. ■ ■ , ■ of 
KMn04 and dilute to 1 liter. Dissolve 
70 g. of NaOH (or 100 g. of KOH) and 
dilute to 1 liter. Mix the two solutions. 
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y (d) Nessler ReagenL — ^Dissolve 50 g. 
of KI in the smallest possible quantity of 
water (about 35 ml) and add a saturated 
solution of HgCb (Note 3)- until a slight 
precipitate persists. Dissolve 144 g. of 
NaOH (or 202 g, of KOH) and add to 
the solution of 2Hgl2*2KI. Dilute the 
combined solution to 1 liter and allow it 
to clarify by sedimentation. Use the 
clear solution. ■ 

Note 3. — convenient way to prepare a 
saturated solution of HgCb is to dissolve about 
100 g. of HgCb in about 500 ml. of hot water 
and allow the excess HgCh to crystallize out 
while the solution cools to room temperature. 
Decant the clear solution. About 350 ml. of it 
is required for 1 liter of Nessler reagent. 

Procedure 

7. (a) Place 5 g. of cement (Note 1) 
and 100 ml. of water in the 500-ml. 
Erlenmeyer flask and attach the Fried- 
richs spiral condenser. Shake the flask 
gently so as to suspend the cement in the 
water and distill off 50 ml. of the water at 
a slow rate, taking care not to allow the 
foam and creeping material to reach the 
upper part of the flask. Discard the 
distillate and disconnect' the flask. 
Loosen material sticking to the side and 
bottom of the flask with a glass rod (do 
not use a rubber policeman). Make 
certain that all of the cement is still in 
suspension. Rinse the rod and the 
inside of the flask with 75 ml. of water 
and replace the flask under the con- 
denser. Add 25 ml. of the alkaline 
solution of KMn 04 , allowing it to run 
down on the inside of the flask, and at the 
same time rotate the flask so as to let the 
solution touch all of the inside. Do this 
step without unnecessary delay and 
attach the condenser immediately. Dis- 
till 48 to 49 ml. of the water into a 
Nessler tube %vhich is held in a vessel of 
water at room temperature. Since the 
decomposition of Darex AEA by KMnQ 4 
eliminates foaming, the distillation may 
be at a greater rate than before. If the 
distillate is not immediately nesslerized, 
keep it covered to prevent evaporation. 


Note 1.— If the content of Darex AEA is 
greater than 0.60 per cent, a smaller sample may 
be ■ taken so that the color of the ncsslerized 
distillate will not be too intense for precise 

comparison. 

(b) To a series of matched, Nessler 
tubes (Note 2) add varying, amounts: of, 
the standard NH4CI solution in, incre- 
ments of 0.20, 0.40, or 0.60 ml. . without 
allowing any of the solution to adhere to 
the upper part of a tube. , Dilute to 48 or 
49 ml. and, if necessary, use the added 
water to wash down the sides of the 
tubes. Add 1 ±0.05, ml. of Nessler 
reagent to the center of each tube , as 
rapidly and simultaneously as' possible, 
mcluding the tube that contains the 
distillate. Dilute to the SO-ml. mark, 
stopper with stoppers made of inert 
synthetic material (Note 3), and turn 
upside down two or three times. Allow 
to stand for a period between 10 and 25 
min. after the addition of Nessler reagent 
(Note 4), and then compare the intensity 
of the color in the tube containing the 
distillate with that in the other tubes. 
Hold the tubes, in groups of two or three, 
upright over an evenly illuminated white 
surface and view the solutions vertically, 
with care taken to avoid uneven illumi- 
nation at the sides of the operator. 
Make the distillation and comparison on 
the same day. 

Note 2.™ Sets of twelve matched tubes each 
are available. Thus there can be prepared 
eleven standard nesslerized solutions wdth which 
the nesslerized distillate may be compared. 
The comparison may be facilitated by an op- 
tical aid such as a roulette tube holder. If 
the content of Darex AEA is not approximately 
known in advance, it may be outside of the 
range covered by the standard nesslerized solu- 
tions. In such a case discard all the solutions 
and repeat the work. If the content of Darex 
AEA is low, it can be determined to the nearest 
0.001 per cent but an error of 0.003 per cent of 
Darex AEA in color comparison is possible with 
a high content. 

Note 3. — Neoprene stoppers are suggested. 
Other synthetic materials may be used if a test 
shows them to have no effect on the color of a 
nesslerized solution. 



1288 Chemical Analysis of Portland Cement (C 114 - 46 T) 


Note 4. — ^The full mtensity of the yellow- 
brown color is attained in about, 10 min. but if 
the solution is allowed to stand more than 25 
min,, it may become turbid. Turbid solutions 
cannot be used for precise color comparison. 

(c) Blmih — Make a blank determina- 
tion, following the same procedure and 
using the same amounts of reagents and a 
sample of cement (Note 5), which is 
similar to the cement under test in all 
respects except for the absence of Darex 
AEA, and correct the results obtained in 
the anal3^sis accordingly. 

Note 5. — There is usually a small amount 
of nitrogen in the “blank’’ cement which is 
equivalent to 0.001 to 0.003 per cent of Darex 
AEA. Water and reagents also usually yield a 
small amount of ammonia. When “blank” 
cement is not available and there is no dispute 
over the content of Darex AEA in the cement 
under test, the blank determination may be 
made with water and reagents only, using the 
same amounts as were used in the procedure. 

{d) Calculation , — Calculate the per- 
centage of Darex AEA to the nearest 
0.001 as follows: 

^ A T. A 1^ X 0,025 

Darex AEA, per cent = 

where: 

F = milliliters of standard NH4CI 
solution in the tube whose 
colored solution matches that 
of the nesslerized distillate, 

5 = grams of sample used, and 
0.025 = 0.00025 (Note 2, Section 6) 
multiplied by 100. 

Alternate Method 

NoTE,—In case of dispute, results obtained 
in accordance with Section 7 shall govern. 

Apparatus 

8. {a) Distillation Apparatus —Ste 
Section 5 (a). 

(6) Color Comparison Tubes or Col- 
orimeter . — For comparing colored solu- 
tions, Nessler color comparison tubes as 
specified in Section 5 {b) may be replaced 
by some other suitable type of equip- 
ment, such as the following (Note): 


(1) A pair of Eggertz or Julian color 
comparison tubes, 

(2) A pair of Hehner color comparison 

tubes, 

(J) A colorimeter of the Kennicott 
type, 

(4) A colorimeter of. the Duboscq 
type, or 

(5) A colorimeter designed to measure 
light transmittancy. 

Note. — It is not intended that the appli- 
cability of the alternate method be limited to 
the types of equipment mentioned in Section 
8 (&). There may be other types that can 
be used. 

Reagents 

9. See Section 6. 

Procedure 

10. (a) Conduct the distillation in ac- 
cordance with Section 7 (u), except that 
the distillate may be received in a 50-mL 
volumetric flask instead of a color 
comparison tube if a colorimeter is used. 

(b) Prepare suitable color standards as 
required and develop color in the un- 
known solution (see Section 7 (b)). All 
solutions should contain 1 dz 0.05 ml. of 
Nessler reagent per 50 mi. If the 
nesslerized distillate is compared with a 
single standard nesslerized solution visu- 
ally or photoelectrically, it should be 
borne in mind that a single standard 
nesslerized solution cannot be used for 
the whole range in Darex AEA that may 
be encountered. If the content of Darex 
AEA in the cement is not approximately 
known in advance, nessierize a few 
standard solutions of varied strength at 
the same time so that the appropriate one 
may be used at once and it will not be 
necessary to make a second distillation. 

(c) The technique of comparing col- 
ored solutio,ns„or measuring light trans-. 
mittancy depends on the type of appara- 
tus (Paragraphs (d) to (A)) and should be 
in accordance with standard practice 
appropriate to the particular type used or 
with instructions supplied by the manu- 
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facturer of the apparatus, Obsen^e all 
precautions mentioned in Section 7 (b) in 
regard to time limit and turbidity. If 
the unknown solution is compared with a 
single standard solution, the difference 
in volume or depth should not exceed 50 
per cent of the smaller value. If 
possible, make several readings wdth the 
same solution or pair of solutions and 
take their average as being correct. 

(d) Eggertz or Julian Ttibes, — Add to 
the darker solution water containing 1 
ml. of Kessler reagent per 50 mi. until the 
tw^o solutions, after mixing, give the same 
color intensity when viewed horizontally 
(transverse to the column of solution). 

{e) Behner Tubes— DrQ.in off some of 
the darker solution until the two solu- 
tions give the same color intensity when 
view^ed vertically (through the w’hole 
column of solution). 

(/) Colorimeter of the Kennicott Type. 
—By the means of a plunger in a reser- 
voir of standard nessierized solution, 
adjust the amount of standard nessier- 
ized solution under view until it gives the 
same color intensity as the nessierized 
distillate does. 

(g) Colorimeter of the Duboscq Type . — 
Lower or raise the plungers in the cups 
until the two solutions give the same 
color intensity when view^ed vertically. 
The color matching may be done either 
visually or photoelectrically. 

(h) Colorimeter Designed to Measure 
Light Transmitiancy. — The measure- 
ment should be made between 400 and 
450 m/i and may be made either visually 
or photoelectrically. In most colorime- 
ters of this type, the instrument is 
calibrated with standard nessierized solu- 
tions and a calibration curve showing the 
relation of light transmit tancy to Darex 
AEA content is prepared in advance of 
the analysis of cement for Darex AEA. 

(f) Blank.— Make and correct for a 
blank determination as directed in 
Section 7 (c). 

(j) Calctdation— Calculate the per- 
centage of ' Darex ' AEA to the nearest 


0.001. \‘\lien the nessierized distillate 
is compared with a single standard 
nessierized . solution., calculate the per- 
centage of Darex AEA in accordance 
with the following forni'ulas (Note). 
When colorimeters designed to measure 
light transmittancy are used, read, the 
percentage of Darex .AE,A from a calibra- 
tion curve showing the relation of light 
transmittancy' ' to Darex AEA content, 
the curve being based essentiaily on the 
equation given in Section 7 (d). 

For Eggertz or Julian Tubes: 

rv FX0.025 A 

Darex AEA, per cent = — X — 

5 B 

For Behner Tubes or Colorimeters of the 


Kennicott Type: 


Darex AEA, per cent = 


V X 0.025 
S 



For Colorimeters of the Duboscq Type: 


Darex AExA, per cent = 


F X 0.025 
— X 


E 

F 


where: 

V = milliliters of standard NH 4 CI 
solution in the standard nes- 
sierized solution, 

5 = grams of sample used, 

0.025 = 0.00025 (Note 2, Section 6) 
multiplied by iOO, 

A = volume of . the nessierized dis- 
tillate, 

. B == volume of the standard nes- 
sierized solution, 

C = total volume of the standard 
nessierized solution, , 

D = volume of standard nessierized 
solution which matches with 
the nessierized distillate, 

E = depth of standard nessierized 
solution through w,liich light 
passes, and,, 

F = depth of nessierized distillate 
through ,which iight passes. . 

.'Note,; — The difference betweeIl^.,4 and 
between D and C, or l>etween E, and E ^ should 
not exceed 50 per cent of the imailer . value. 



Tentative Method of Test for 

FINENESS OF PORTLAND CEMENT BY AIR PERMEABILITY 

APPARATUS^ 



A.S.T.M. Designation; C204~46T 
Issued, 1946.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa, 


Scope 

1 . This method of test covers the Blaine 
air permeability apparatus and proce- 
dure for determining the fineness of port- 
land cement in terms of the specific 
surface expressed as total surface area in 
square centimeters per gram of cement. 

Apparatus 

2. (a) Nature of Apparatus , — ^The 
Blaine air permeability apparatus con- 
sists essentially of a means of drawing 
a definite quantity of air through a 
prepared bed of cement of definite 
porosity. The number and size of the 
pores in a prepared bed of definite po- 
rosity is a function of the size of the 
particles and determines the rate of air 
flow through the bed. The apparatus, 
illustrated in Fig. 1, shall consist specif- 
ically of the parts described in Para- 
graphs Q)) to (//), 

{b) Permeability Cell,— The perme- 
ability cell shall consist of a rigid cylinder 
1.27 ± 0.10 cm. in inside diameter, con- 

1 Under the standardization procedure of the Society^ 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

2 Accepted by the Administrative Committee on Stand- 
ards, January 24. 1946. 


structed of glass or noncorroding metal. 
The top of the cell shall be at right 
angles to the principal axis of the cell. 
The bottom of the ceil shall form an air- 
tight connection with the top of the 
manometer. A ledge J to 1 mm. in 
width shall be an integral part of the 
cell or firmly fixed in the ceU 5.0 ± 0.5 
cm. from the top of the cell for support 
of the perforated metal disk, 

{c) Disk , — The disk shall be con- 
structed of noncorroding metal and shall 
be 0.9 ±0.1 mm, in thickness, perforated 
with 25 to 35 holes 1 mm. in diameter 
equally distributed over its area. The 
disk shall fit the inside of the cell snugly. 

(d) Plunger , — The plunger shall fit 
into the cell with a clearance of not more 
than 0.1 mm. The bottom of the 
plunger shall have sharp square edges 
and shall be at right angles to the prin- 
cipal axis. An air vent shall be provided 
either in the center or on one side of the 
plunger. The top of the plunger shall 
be provided with a collar such that when 
the plunger is placed in the cell and the 
collar brought in contact with the top of 
the cell, the distance between the bottom 
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of the plunger' and the top of the per- 
forated disk shall be LS ± 0.1 cm. 

(e) Filter The filter paper- 

shall be medium retentive, correspond- 
ing to type 1, grade B, as prescribed in 
Federal Specification for Paper; Filtering 
(UU-P-236). The filter paper disks 
shall be circular and shall have the same 
diameter (Note) as the inside of the cell. 

Note. — Filter paper disks tliat are too small 
may leave part of the sample adhering to the 
inner wall of the cell above the top disk. When 
too large in diameter, the disks have a tendency 
to buckle and cause erratic results. 



MANOMETSn CELL AND PLaN6£ff 

Fig. 1. — Blaine Air Permeability Apparatus. 

(/) M ammeter [/-tube mano- 
meter shall be constructed according to 
the design indicated in Fig. 1, using 
nominal 9-mm. outside diameter, stand- 
ard-wall, glass tubing. The top of one 
arm of the manometer shall form an air- 
tight connection with the permeability 
ceil. The manometer arm connected to 
the permeability ceil shall have a line 
etched around the tube at the mid-point 
between the top of the side outlet and the 
bottom of the manometer and at distances 


of 1.5 cm., 7.0 cm., and 11.0 cm. above the 
mid-point. K side outlet sliaii.be pro- 
vided at 25 to 28 cm. above the bottom 
of the manometer for use in the evacua- 
tion of the manometer arm connected to 
the permeability cell. A positiv^e air- 
tight vmlve or clamp shall be provided 
on the side outlet not more than 5 cm. 
from the manometer arm. The manom- 
eter shall be mounted firmly and in 
such a manner that the arms are vertical. 

(g) Manometer Liquid . — The manom- 
eter shall be filled to the mid-point 
with a nonvolatile, nonliygroscopic' liquid 
of low viscosity and density, such as 
dibutyiphthalate (dibutyl 1,2-benzene- 
dicarboxyiate) or a light grade of min- 
eral oil. 

(k) Timer , — The timer shall have a 
positive starting and stopping mechanism 
and shall be capable of being read to the 
nearest 0.5 sec. or less. The timer shall 
be accurate to 0.5 sec. or less for time 
intervals up to 60 sec., and to 1 per cent 
or less for time intervals of 60 to 300 sec. 

Calibration of Apparatus 

3. {a) Sample . — ^The calibration of the 
air permeability apparatus shall be made 
using the current lot of National Bureau 
of Standards standard sample No. 114. 
The sample shall be at room temperature 
when tested. 

(b) Bulk Volume of Compacted Bed 
of Powder . — ^The bulk volume of the 
compacted bed of powder shall be deter- 
mined by the mercury displacement 
method as follows: 

Place two filter paper disks in the 
permeability cell, pressing down the 
edges with a pencil or thin rod until the 
filter disks are flat on the perforated 
metal disk; then fill the cell with mercury, 
removing any air bubbles adhering to 
the wall of the cell. If the ceil is made 
of material that will amalgamate with 
mercury, the interior of the cell shall be 
protected by a very thin film of oil just 
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prior to adding the mercury. Level the 
mercury with the top of the cell by means 
of a small glass plate. Remove the mer- 
cury’' from the ceil, weigh, and record the 
weight of the mercury. Remove one of 
the filter disks from the cell. Using a 
trial quantity of 2.80 g. of cement (Note 
1) compress the cement (Note 2) in 
accordance with Paragraph (e) with 
one filter disk above and one below the 
sample. Fill the space remaining in the 
top of the ceil with mercur}^ remove en- 
trapped air, and level off the top as 
before. Remove the mercury from the 
ceil, weigh, and record the weight of 
mercury. 

The bulk volume occupied by the ce- 
ment shall be calculated to the nearest 
0.01 cu. cm, as follows: 


where : 

V = bulk volume of cement in cubic 
centimeters, 

Wa = grams of mercury required to fill 
cell, no cement being in cell, 

PFb = grams of mercury required to fill 
the portion of the ceil not occu- 
pied by the prepared bed of ce- 
ment in the cell, and 
D = density of mercury at tempera- 
ture of test in grams per cubic 
centimeter (see Table I). 


TABLE I.-DENSITY OF MERCURY, VISCOSITY OF 
AIR (?t), AND Vn AT GIVEN TEMPERATURES. 


Room 

Temperature, 
deg. Cent. 

Density of 
Mercury, 
g. per cu. 
cm. 

Viscosity 
of Air, 
n, poises 

s/ n 

i6 

13.56 

0.0001788 

0.01337 

. 18 

13.55 

0.0001798 

0.01341 

20 ...... 

.13.55 

0.0001808 

0.01344 

22 

13.54 

0.0001818 

0.01348 

24 

13.54 

0.0001828 

0.01352 

26 

13.53, 

0.0001837 

0.01355 

28 

13.53 , 

i 0,0001847 

0.01359 

30 

13,52 , 

0,0001857 

0.01362 

32 

13.52 

0.0001867 

0,01366 

34 

13.51 

0.0001876 

0.01369 


At least two determinations of bulk 
volume of cement shall be made, using 
separate ' compactions for each deter- 
mination. The bulk volume value used 
for subsequent calculations shall be the 
average of two values, agreeing within 
plus or minus 0.01 cu. cm. 

Note 1. — It is not necessary to use. the stand- 
ard sample for the bulk volume determination. 

Note 2. — ^The prepared bed of cement shall be 
firm. If too loose or if the. cement cannot be 
compressed to the desired , volume, adjust.. the 
trial quantity of cement used. 

(c) Preparation of Sample. — The con- 
tents of a vial of the standard cement 
sample shall be enclosed in a 4-oz. jar 
and shaken vigorously for 2 min. to fluff 
the cement and break up lumps or ag- 
glomerates. 

{d) Weight of Sample. — The weight of 
the standard sample used for the calibra- 
tion test shall be that required to produce 
a bed of cement having a porosity of 
0.505 dz 0.005, and shall be calculated as 
follows: 

W = 3.15F(1 - e) (2) 

where: 

W = grams of sample required, 

3.15 == value taken as the specific grav- 
ity of Portland cement, 

V = bulk volume of bed of cement in 
cubic centimeters, as determined 
in accordance with Paragraph 
(5), and 

e = desired porosity of bed of cement 
(0.505 db 0.005). 

(e) Preparation of Bed of Cement .- — 
The perforated disk shall be seated on 
the ledge iii the permeability cell. A 
filter paper disk shall be placed on the 
metal disk and the edges pressed down 
with a pencil or thin rod. A quantity of 
cement determined 'in accordance wdth 
Paragraph (d) and w^eighed to the nearest 
0.01 g. shall be placed in the cell. The 
side of the ceil shall be tapped lightly in 
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order to level the bed of cement. A 
filter paper disk shall be placed on top 
of the cement and .the cemont com- 
pressed with the plunger, until the 
plunger collar is in contact with the top 
of the ceil The plunger shall then be 
removed slowly. 

(f) Permeability Test , — The perme- 
ability cell shall be attached to the 
manometer tube, making certain that an 
airtight connection is obtained (Note 3) 
and taking care not to jar or disturb the 
prepared bed of cement. 

The air in the one arm of the manom- 
eter Z7-tube shall be slowly evacuated 
until the liquid reaches the top mark, 
and the valve shall then be closed 
tightly. The timer shall be started as the 
bottom of the meniscus of the manom- 
eter liquid reaches the second (next to 
the top) mark and shall be stopped as the 
bottom of the meniscus of liquid reaches 
the third (next to the bottom) mark. 
The time interval measured shall be 
noted and recorded in seconds. The 
temperature of test shall be noted and 
recorded in degrees Centigrade. 

In the calibration of the instrument, 
at least three determinations of the time 
of flow shall be made on each of three 
separately prepared beds of the standard 
sample (Note 4). The calibration shall 
be made by the same operator who makes 
the fineness determination. 

Note 3. — If a rubber stopper is used for the 
connection, it should be moistened with water; 
if a standard-taper joint is used a little stopcock 
grease should be applied. The efiSciency of the 
connection can be determined by stoppering the 
top of the cell attached to the manometer and 
then partially evacuating the one arm of the 
manometer; then closing the valve. Any con- 
tinuous drop in pressure indicates a leak in the 
system. 

Note 4. — ^The sample may be refluffed and re- 
used for preparation of the test bed, provided that 
it is kept dry and all tests are made within 4 hr. 
of the opening of the sample. 

(g) Calculation of Constants . — The 


constants of the appa^ratus shall be, calcu- 
lated as follows: 


Ki — 

V T 

....(33 


....( 4 ) 

K-i = 

Vt 

•S'tfjCl — e)\/ 11 

....( 5 ) 

Ve^ V r 

— e)\/ n 

....( 6 ) 

■■■■ 


where: 

iTj, iTs, iTs, and Ki, are constants, 

Sui = specific surface value of the sam- 
ple in square centimeters per gram 
(in this case the assigned air per- 
meability specific surface value of 
National Bureau of Standards 
standard sample No. 114 used in 
the calibration test), 

T = time interval in seconds for the 
meniscus of the manometer liquid 
to drop from the second to the 
third marks (Note S), 

71 = viscosity of air in poises at the 
temperature of test (see Table I), 
(Note 5), 

e = porosity of prepared test bed of 
cement (calculated by means of 
Eq. 2), (Note 5), and 
p = specific gravity of standard sam- 
ple (assumed to be 3.15), 

Note 5. — ^Values for •%/«> VS and VT may 
be taken from Tables I, II, and III, respec- 
tively. 

(//) Recalihration . — The apparatus 
shall be recalibrated (Note 6) : 

(i) At periodic intervals to correct for 
possible wear on plunger or permeability 

cell, 

{2) If any loss in manometer fluid, oc- , 
curs, and 
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(3) If a change is made in the type or 
quality of the filter paper used for the 
tests. 

Note 6. — It is suggested that a secondary 
sample be prepared and used as a fineness stand- 
ard for the check determinations of the instru- 
ment between regular calibrations with the 
standard cement sample. 


in accordance with the method described 
in Section 3(e). 

(d) Permeability Test . — The perme- 
ability test shall be made in accordance 
with the method described in Section 
3(/), except that only one . time-of-flow 
determination need be made on the one 
prepared bed of cement. 


TABLE IX .-VALUES FOR POROSITY OF CEMENT 
BED. 


Porosity of Bed, e 


0.500 

0.354 

0.501 

0.355 

0.502 

0.356 

0.503 

i 0.357 

0.504.. 

0.358 

0.5®5 

0.359 

0.506 

0.360 

0.507 

0.361 

0.508 

0.362 

0.509 

0,363 

0.510 

0.364 

0.525 

0.380 

0.526 

0.381 

0.527 

0.383 

0.528 

0.384 

0.529 

0.385 

0.530 

0.386 

0.531.. 

0.387 

0.532 

0.533 

0 534.. . 

0.388 

0.389 

0.390 

0,535 

0.391 


Procedure 

4. (a) Temperature of CemenL — The 
cement sample shall be at room tempera- 
ture when tested. 

(b) Size of Test Sample, — ^The weight 
of sample (Note) used for the test shall 
be the same as that used in the calibra- 
tion test on the standard sample, except 
that when determining the fineness of 
high-early-strength cements the weight 
of sample shall be that required to pro- 
duce a test bed having a porosity of 
0.530 ± 0.005. 

Note.— W hen this method is used for mate- 
rials other than portland cement, the weight of 
sample shall be adjusted so that a firm, hard bed 
is produced by the compacting process, 

(c) Preparation of Bed of CemenL — 
The test bed of cement shall be prepared 


Calculation 

5. The appropriate constant and 
formula shall be used in calculating the 
specific surface values, as follows: 


Sw *— A. i '\y j ' . 



Vw 


(7) 

(8) 


KzVe^ Vt 

t>w — / — 

(1 — e)\' n 


(9) 


Vt 

t>V} — y 

p(l - e)v 


(10) 


where: 

Sw *= specific surface value of test sample 
in square centimeters per gram, 
i?i, 1 ^ 2 , Kz, and Ki are constants as 
calculated in Section 3(g), 

T = measured time interval, in seconds, 
of manometer drop for test sample 
(Note 5, Section 3), 
n = viscosity of air in poises at the 
temperature of test of the test 
sample (see Table I) (Note 5, Sec- 
tion 3), 

e == porosity of prepared bed of the 
test sample, (Note 5, Section 3), 
and 

p = specific gravity , of test sample. 
(For Portland cement a value of 
3.15 shall be used.) 

Equation 7 shall be used w^hen the test 
temperature of the sample of cement is 
within plus or minus 3 C. of the tempera- 
ture , of calibration, .test of . the standard 
fineness sample and the porosity of the 
test bed is the same as that used for the 
standard fineness sample. 
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Equation 8 shall be used when the 
temperature of test of the sample of 
cement is not within plus or minus 3 C. 
of the temperature of calibration test of 

TABLE III.— TIM 
r = time of air flow in seconds; 


that- used for the calibration test on the 
standard fineness sample. 

Equation 10 shall be used when this 
method is applied to materials other than 

E OF AIR FLOW. 

5= the factor for use in the equations. . 


T Vt 

T Vt 

T Vt 

r Vt 

T Vt 

r v'T 

26 5.10 

2634 5.15 

27 5.20 

2734.. 5.25 

28 .5.29 

51 7.14 

5134 7.18 

52 7.21 

523^ 7.24 

53 7.28 

76... 8.72 

7634 8.75 

77 8.77 

7734 8.80 

78 8.83 

101... 10.05 

102 10.10 

103 .10.15 

104 10.20 

105 10.25 

151 12.29 

152 12.33 

153 12.37 

154... .... ..12.41 

155 12.45 

201 ,14.18 

202 ,,.14.21 

; 203 .14,25 

204. ... . ,14.28 

205.. .14.3,2, 

2834 5.34 

29 5.39 

2934 5.44 

30...... 5.48 

30>^..........5.52 

5334 7.31 

54 7.35 

5434 7.38 

55 7.42 

5534 7.45 

7834 8.86 

79 8.89 

7934 8.92 

80. 8.94 

8034 8.97 

106 10.30 

107 10.34 

108 10.39 

109 .10.44 

110 10.49 

, 1.56 12.49 

157 ..12.53 

ISS 12.57 

159 12.61 

' 160 12.65 

206. .. . i. :.. .,14.35 

207. 14. ,39 

208. ... 14.42 

209 .14.46 

210 14.49 

31 5.57 

SVA 5.61 

32 5.66 

3234. 5.70 

33 5.74 

56 7. 48 

5634 7.51 

57... 7.55 

5734 7.58 

58 7-62 

81 9.00 

8134 9.03 

82 9.06 

8234 9.09 

83 9.11 

111 10.54 

112 10.58 

113 10.63 

114 10.68 

115 10.72 

161 12.69 

162 12.73 

163 12.77 

. 164 12. SI 

165 12.85 

211 .14.53 

212 14.56 

213 14.59 

214 14.63 

215 14.66 

3334 5.79 

34 .5.83 

343^i 5.87 

35 5.92 

353^^ 5.96 

5834 7.65 

59 7.68 

5934 7.71 

60 7.75 

6034 7.78 

8334 9.14 

84 9.17 

8434 9.20 

85 9.22 

8534 9.25 

116 10.77 

117 10.82 

118 10.86 

1 119 10.91 

120 10.95 

166 12.88 

167 12.92 

168 12.96 

169 13.00 

170 13,04 1 

216 .14.70 

217 14.73 

218 14.76 

219 14.80 

220 14.83 

36 6.00 

3634 ...6.04 

37 6.08 

373'-^ 6.12 

38 .6.16 

61 7.81 

613-^ 7.84 

62 7.87 

6234 7.90 

63 7.94 

86 9.27 

8634 9.30 

87 9.33 

8734 9.36 

88 9.38 

121 11.00 

! 122 11.05 

123 11.09 

124 11.14 

125 11.18 

171 13.08 

172 ...13.11 

173 13.15 1 

174 13.19 

175 13.23 

222 14.90 

224 14,97 

226 .15.03 

228 15.10 

230 ,15.17 

3BA 6.20 

39... 6.24 

393^ 6.28 

40 6.32 

4034 6.36 

6334 7.96 

64 8.00 

643^ 8.03 

65 8.06 

6534 8.09 

S83'2 9.41 

89 9.43 

8934 9.46 

90 9.49 

9034 9.51 

126 11.22 

127 11.27 

128 11.31 

129 11.36 

130 11.40 

176 13.27 

177 13.30 

178 13.34 

179 13.38 

180 13.42 

232. 15.23 

234.. 15.30 

236 15.36 

238 ,.,15.43 

240.. .. 15.49 

41 6.40 

4134 6.44 

42 6.48 

4234 6.52 

43 6.56 

66 8.12 

6634 8.16 

67 8.19 

673^ 8.22 

68 8.25 

91 9.54 

91>4 9.57 

92 9.59 

923^4 9.62 

93 9.64 

131 11.45 

132 11.49 

133 11.53 

134 11.58 

135 11.62 

181 13.45 

182 13.49 

183 13.53 

184 13.56 

185 13.60 

242 .15.56 

244 15.62 

246 15.68 

248. 15.75 

250 15.81 

4334 6.60 

44 6.63 

443^ 6.67 

45 6.71 

4534 6.74 

6834... 8.28 

69 .....8.31 

6934 8.34 

70 8.37 

7034 8.40 

9334 9.67 

94 9.70 1 

9434 9.73 

95 9.75 

9534 9.78 

136 11.66 

137 11.70 

138 11.75 

139 11.79 

140 11.83 

186 13.64 

187 .13.67 i 

188 13.71 1 

189 13.75 i 

190 13.78 

252 ....25.87 

254 ...15.94 

256 16.00 

258 16.06 

260 16.12 

46 6.78 

463^ 6.82 

47 6.86 

i7A 6.89 

48 6.93 

71 8.43 

71A 8.46 

72 8.49 

7234 8.52 

73 8.54 

96 9.80 

9634 9.83 

97 9.85 

9734 9.88 

98 9.90 

141 11.87 

142 11.92 

143 11.96 

144 12.00 

145 12.04 

191 13.82 

192 13.86 

193 13.89 

194 13.93 

195 13.96 

262 16.19 

264 16,25 

266 16.31 

268 16.37 

270 16.43 

4834.. 6.96 

49 .7.00 

4934 ..7.04 

50 7.07 

SO A 7.10 

7334 8.57 

74 8.60 

7434... 8.63 

75 8.66 

7S>^ 8.68 

9834 9.93 

99 9.95 

9934 9.98 

100 10.00 

10034 10-03 

146 12,08 

147 12.12 

148 12.17 

149 12.21 

150 12.25 

196 14.00 

197 14.04 

198. 14.07 

199 14.11 

200. 14.14 

272. 16.49 

274 ...,16.55 

276.. .... ....16.61 

278.. . 16.67 

280 16.73 


the standard fineness sample but the 
porosity of the test bed is the same as 
that used for the standard fineness 
sample. 

Equation 9 shall be used when the 
porosity of the test bed is different from 


Portland cement, using the true wake of 
p for the specific gravity of the material 

tested. 

Retests 

6. A retest shall' consist of two deter- 
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miiiations made as prescribed in Sec- 
tions 4 and 5, using a freshly prepared 
test bed of the sample for each deter- 
mination. Care shall be exercised in the 
preparation of the test beds, and pre- 
cautions shall be taken to insure an 


airtight connection between the per- 
meability cell and the , manometer arm. 
The fineness value reported shall be the 
average of the values calculated from 
retest determinations agreeing within 2 
per cent of each other. 



Tentative Method of Test for 
HEAT OF HYDRATION OF PORTLAND CEMEND 



A.S.T.M. Designation: C 186 - 44 T 
Issued, 1944.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
determining the heat of hydration of a 
cement by measuring the heat of solution 
of the dry cement and the heat of solu- 
tion of a separate portion of the cement 
that has been partially hydrated for 7 or 
28 days, the difference between these 
values being the heat of hydration for 
the respective period of hydrating. 

Apparatus 

2. (a) Calorimetric Apparakis: 

(1) Calorimeter , — The calorimeter 
(Fig. 1) shall consist of a 1-pt., wide- 
mouth vacuum jar, with cork stopper, 
held in a suitably insulated container 
(see item {2)) to keep the vacuum 
jar in position and to protect the jar 
from undue temperature fluctuations. 
The vacuum jar shall not cool more 
than O.GOl C. per min. per degree 
of difference from room temperature 
when filled with warm water, stoppered, 
and allowed to stand unstirred for 30 
min. The vacuum jar shall be coated 

1 Under the standardization procedure of tiie Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-1 on Cement. 

-Accented by the Society at annual meeting, June, 
1944. 


on the interior with a material resistant 
to hydrofluoric acid, such as a baked 
phenolic resin, a baked vinyl chloride 
acetate resin, or beeswax. The acid- 
resistant coating shall be intact and free 
of cracks at all times; it shall be examined 
frequently and renewed whenever nec- 
essary. 

{2) Insulated Container . — The con- 
tainer shall have an insulating layer of 
cotton or similar material, which shall be 
at least 1 in. in thickness and shall encase 
the sides and bottom of the vacuum jar, 
but shall be so arranged as to permit the 
easy removal of the jar. 

(J) Differential Thermometer . — The 
adjustable differential thermometer shall 
be of the Beckmann tjpe, graduated at 
least to 0.01 C., and shall have a range 
of approximately 6 C. The thermom- 
•eter shall be so adjusted that the upper 
limit of the scale approximates room 
temperature. The portion of the ther- 
mometer that will rest inside the calorim- 
eter shall be protected with a coating 
resistant to hydrofluoric acid (see item 
{!)). The thermometer shall be equipped 
writh a suitable reading lens. 

■ (4) Funnel . — The ' funnel through ■ 
which the sample is introduced into the 
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calorimeter shall be of, glass or plastic and 
shall have a stem approximately 3 in. in 
length and with an inside diameter of not 
less than | in. 

(5) Stirrer. — The stirrer shall be made 
of glass with a coating resistant to hydro- 
fluoric acidj or of an inert plastic, and 
shall be long enough to extend nearly to 
the bottom of the calorimeter. The 
motor shall be of the constant-speed type, 
at least hp., and shall be equipped 


heat in the calorimeter, it is important that the 
stirrer speed,' and hence the rate of heat genera- 
tion, be maintained constant. A synchronous 
motor and a geared speed reducer are therefore 
almost mandatory. 

(b) Mixer. — mechanical mixer, such 
as a milk-shake stirrer, capable of inti- 
mately mixing the cement and water to 
a uniform paste. 

(c) Storage.- — Storage space with tem- 
perature controlled at 21 =t: 1.7 C. 



with a geared speed reducer so that some 
one speed, in the range of 350 to 700 
rpm., can be maintained constant (Note). 

Note. — The function of the stirrer is twofold: 
to maintain uniform temperature throughout 
the liquid and to supply sufficient agitation to 
keep the solid reactant in suspension in the acid 
mixture. In this calorimeter the latter function 
controls the design of the stirrer, which may be 
varied by the operator to give satisfactory 
performance. Since a stirrer capable of keeping 
the solid in suspension generates considerable 


(d) Mortar. — A mortar, approximate- 
ly 8 in. in diameter, and pestle for grind- 
ing the partially hydrated samples. 

{e) Glass Vials. — Glass vials, 4 by f 
in., shell type, with stoppers. 

(f) Oven,— A drying oven maintained 
at 100 to HOC. 

(g) Weighing Bottles. 

(h) Stop Watch or Clock Timer. 

{i) Sieves. — No. 100 (149-micron) and 
No. 30 (590-microE) sieves conforming to 
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tlie Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: El 1),.^ 

(j) Crucibles.— Flsitiiium crucibles of 
30-niL capacity, with covers, for loss on 
ignition determinations. 

(k) Muffie. — A mufiie furnace or suit- 
able burners capable of maintaining a 
temperature of 900 to 950 C. 

(Q Analytical Balance. — ^An analyti- 
cal balance and analytical weights, con- 
forming to the requirements prescribed 
in the Standard Methods of Chemical 
Analysis of Portland Cement (A.S.T.M. 
Designation: C114),^ for weighing out 
calorimetric samples and for loss on ig- 
nition weighings. 

{m) Balance. — ^A glass enclosed bal- 
ance, capacity 1 kg., capable of weighing 
the acid charge to the nearest 0.05 g. 

Reagents 

3. (a) Zinc Oxide. — Reagent grade 
ZnO, for use as the standard in the heat 
capacity determinations, shall conform 
to the specifications of the Committee on 
Analytical Reagents of the American 
Chemical Society. The ZnO shall be 
heated at 900 to 950 C. for 1 hr., then 
cooled in a desiccator, ground to pass a 
No. 100 (149-micron) sieve, and stored. 
Immediately prior to the heat capacity 
determinations, 7 g. of the ZnO so pre- 
pared shall be heated for not more than 
5 min. at 900 to 950 C., cooled to room 
temperature in a desiccator, and weighed 
accurately for introduction into the 
calorimeter (Note). 

Note. — The rate of solution of the 2anc oxide 
varies with the preliminary treatment. The 
procedure described results in a product which 
dissolves at about the same rate as the dry 
cement. 

{h) Hydrofluoric ■ Acid (48 per cent). 

(4 Nitric Acid (2.00 N ). — ^The 2.00 
A* HNOs, for use in the calorimeter, shall 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


be- prepared and standardized .in large 
quantities. Optionally, ■ the , diluted 
HNOs may be made up with 127 ml. of 
HNO3 (sp.gr. 1.42) per liter of solution, 
provided that heat capacity determina- 
tions are made with each batch of diluted 
HNO3 so prepared. 

(d) Wax . — Paraffin wax, or . other suit- 
able wax, for sealing vials. 

Procedure for Determining Heat Capac- 
ity of Apparatus 

4. (a) Determine - the ' heat capacity 
of the system (that is, the number of 
calories required to raise the temperature 
of the calorimeter and contents 1 C.) by 
measuring the corrected temperature rise 
obtained by dissolving 7 g. of ignited 
ZnO in the specified add mixture (Para- 
graphs (b) to (g)). 

(b) Transfer approximately 400 g. of the 

2.00 N HNO3, which has been cooled to 
the temperature indicated by the lower 
range of the Beckmann thermometer 
(ordinarily about 4 to 5 C. below room 
temperature), into the vacuum, jar, add 

8.0 ml. of HF (48 per cent), weigh, and 
add sufficient additional 2.00 N HNO3 
to bring the total weight of the solution 
to 425.0 g. Then assemble the calorim- 
eter and start the stirring motor. 
Take care that the stirrer blade does not 
touch the thermometer, the sides of the 
jar, or the cork stopper. The lower end 
of the funnel stem shall extend approxi- 
mately I in. below the lower surface of 
the stopper and at least | in. above the 
level of the liquid. After an initial stir- 
ring period of at least 15 min. to allow 
the temperature of the system to become 
uniform, observe and record the tem- 
perature to the nearest 0.001 G. and 
record the time. After a preliminary' 
rating period of at least 5 min., again 
observe and record the temperature to 
the nearest 0.001 C., record the time, and 
immediately introduce the prepared ZnO 
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tlirougli the funnel at a uniform rate 
(Note 1). Complete the introduction of 
the ZnO in 1 to 2 min. Brush any ZnO 
clinging to the funnel stem into the acid 
mixture by means of a small camel-hair 
brush. 

Note 1. — It is assumed throughout that the 
temperature of a sample is identical with that 
of the room when the sample is introduced 
into the calorimeter. 

{c) Make temperature readings every 
minute for the first 5 min. and every 5 
min. thereafter until a constant rate of 
temperature change is attained. When 
the temperature changes occurring dur- 
ing three successive 5-min. intervals do 
not differ by more than 0.001 C. from 
their average expressed to the nearest 
0.001 C., the rate of temperature change 
shall be considered constant. The pe- 
riod from the time the introduction of the 
ZnO is started to the time the rate of 
temperature change becomes constant 
is termed the solution period and should 
last not longer than 30 min. Discard 
determinations in which the solution 
period is more than 30 min. 

id) The period immediately following 
the solution period is known as the final 
rating period. To correct for heat of 
stirring and the thermal leakage into or 
out of the calorimeter, calculate the 
corrected temperature rise as follows: 

R = Ro — Fr Px 4“ Rx — Rx) 
where: 

R = corrected temperature rise in de- 
grees Centigrade, 

R^ = observed temperature rise in de- 
grees Centigrade, 

Vr = rate of temperature change during 
the final rating period in degrees 
Centigrade per 5-min. interval, 
Tz = number of 5-min. intervals in the 
solution period, 

K = leakage constant in degrees Centi- 
grade per 5 min. per degree 
temperature difference, and 


and Or =, average calorimeter tem- 
peratures during the solution 
and final rating periods, re- 
spectively. 

Calculate the leakage constant, K, as 
follows: 

Va - Vr 

A =, 

Or Oa 

where: 

Va and 9a = rate of temperature change 
per 5 min. and the average tem- 
perature, respectively, during 
the preliminar}^ rating period. 

Calculate the product $xTzB.s follows: 

Ox Rx = 0.1 0% -f- 0 . 2(01 4* ^2 “h Os 

4“ 04 + 3 0^) 4“ ^10 4" • • • 4" 0.5 0,1 

where: 

$ = temperature of the calorimeter 

and the subscripts indicate the 
time at which the temperature 
was recorded, and 

Oi and On = initial and final tempera- 
tures, respectively, of the solu- 
tion period. 

(e) Calculate the heat capacity of the 
calorimeter and contents as follows 
(Note 2): 

ff'^(256.1 + 0.1(30 - t) 4- 0.12(r - t)) 
A 

wherei: 

C == heat capacity in calories per de- 
gree Centigrade, 

IF z= weight of ZnO in grams, 
t — final temperature in degrees Centi- 
grade of the calorimeter, 

T = temperature in degrees Centi- 
grade of the ZnO (room tem- 
perature) when introduced into 
the calorimeter, and 

R = corrected temperature rise in de- 
grees Centigrade. 


Test for Heat of Hydration of Portland Cement (C 186 - 44 T) 1301 


Note 2. — ^Tlie heat of solution of ZnO is 
256.1 cal. per g. at 30 C. This value increases 
0.1 cal. for each degree decrease in temperature 
below 30 C. The heat capacitj^ of ZnO is 
0.12 cal. per g. The heat required to bring the 
ZnO to the final temperature of the calorimeter 
must be included in the effective heat of solution. 

(f) If more than a trace of ZnO is 
found adhering to the tip of the funnel or 
to the stopper when the calorimeter is 
opened, the test shall be rejected. 

(g) Redetermine the heat capacity at 
the following times: 

(1) When the Beckmann thermome- 
ter is reset, 

(2) When a new coating is applied 
to thermometer, stirrer, or flask, 

(3) When a new thermometer, stir- 
rer, or flask is put in service, 

(4) When a new batch of acid is 
used, and 

(5) At other times when, according 
to the judgment of the operator, the 
need is indicated. 

Procedure for Determining Heat of Hy- 
dration 

5. (a) Preparation of Cement Paste, — 
Immediately before mixing the cement 
paste, the temperature of the cement and 
the water shall be brought to 21 zfc 1.7 C. 
Mix 150 g. of cement and 60 mi. of dis- 
tilled water by means of a spatula, and 
then vigorously stir the mixture with a 
mechanical stirrer for 5 min. Place ap- 
proximately equal representative por- 
tions of the paste in four or more glass 
vials, filling the vials to within about 1 in. 
of the top. Immediately after filling the 
vials, close them with tight-fitting stop- 
pers inserted far enough into the vials to 
leave a space of at least J in. between the 
top of the stopper and the top end of the 
vial. Fill this space with molten wax to 
further seal the specimens. Store the 
vials in an upright position at 21 dz 1.7 C. 
until the time of test. 

(5) Preparation of Partially Hydrated 
Sample for Meat of Solution Test—hX 


the specified age of test, remove a vial of 
the partially hydrated sample from stor- 
age and, during a IS-min. initial stirring 
period of the calorimeter, break the glass 
away from the sample and rapidly crush 
the entire sample with a mortar and 
pestle so that all the material will pass 
through a No. 30 (S90-microii) sieve; 
then quickly place the sample in a well- 
stoppered weighing bottle. Take care, 
particularly with the 7-day partially hy- 
drated sample, to expose the sample to 
the air as little as possible, and thus 
minimize the action of CO 2 or the loss of 
moisture from the sample. 

{c) Calorimetric Procedure, Dry Ce- 
ment, — Determine the heat of solution of 
the dry cement sample according to the 
procedure described for the heat capacity 
determination (Section 4), but use a 3-g, 
sample (w^eighed to the nearest 0.001 g.) 
of the dry cement instead of the prepared 
ZnO (see Note 1 under Section 4(5)). 
(As in the case of a sample for chemical 
analysis, great care shall be exercised in 
securing a uniform and representative 
sample.) Calculate and report the re- 
sults on the ignited weight basis (Para- 
graph {e)). Make the heat of solution 
test on the dry cement just prior to the 
test on the corresponding 7-day partially 
hydrated sample. 

(d) Calorimetric Procedure, Partially 
Hydrated Sample, — For the heat of solu- 
tion of the partially hydrated sample, 
follow the same procedure as for the dry 
cement described in Paragraph {c), but 
use a 4.18 ± 0.05 g. calorimetric sample 
of the partially hydrated cement, weighed 
to the nearest 0.001 g. (see Note 1 under 
Section 4(6)). Calculate the results on 
the ignited basis. 

(e) Loss on Ignition , — At the same 
time the calorimetric sample is being 
w^eiglied out, weigh a sample of similar 
amount into a platinum crucible for de- 
termination of loss on ignition. Ignite 
the dry cement at 900 to 950 C. for at 
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least 1| hr. Immediately place the cm- 
cible containing the sample in a desic- 
cator and allow to cool to room tempera- 
ture;. then quickly weigh the -sample. 
When determining the loss on ignition of 
the hydrated cement, first dry the 
weighed sample in an oven at 100 to 110 
C. for 1 hr.; then place the sample in a 
muffle furnace at 900 to 950 C. overnight, 
or over a suitable burner for not less than 
5 hr. Reduce the weight of the cement 
sample that was introduced into the 
calorimeter to the ignited weight basis for 
use in the final calculations as follows: 

Fi = 4 X W 

where: 

Wi = weight of calorimetric sample in 
grams, on ignited basis, 

A == weight of ignited sample, 

B = weight of sample before ignition, 
and 

W = weight of calorimetric sample. 
Calculations 

6. (a) Heat of Solution of Dry Cement. 
— Determine the heat of stirring and the 
thermal leakage correction and apply 
those corrections to the observed tem- 
perature rise, exactly as described in the 
heat capacity determination (Section 4). 
Also, correct the heat of solution value if 
the final calorimeter temperature of the 
heat of solution test is different from the 
temperature of the calorimetric sample 
when introduced. Thus, for the dry 
cement, which has a specific heat of 
approximately 0.2 cal, if the final 
calorimeter temperature exceeds the tem- 
perature of the cement sample at the time 
it was introduced, add a correction of 0,2 
cal. per g. per degree Centigrade differ- 
ence in those temperatures when calcu- 
lating the heat of solution. Calculate 
the heat of solution of the dry cement as 
follows: 


0.2(T - Irf) 

W4 

where: 

Hi = heat of solution of dry cement in 
calories per gram, 

R ' = corrected temperature rise in de- 
grees Centigrade, 

C = heat capacity in calories per degree 
Centigrade, 

IVi = weight of sample in grams on 
ignited basis, 

T = room temperature in degrees Cen- 
tigrade, when sample is intro- 
duced, and 

td == final calorimeter temperature in 
degrees Centigrade at end of 
determination on dry cement. 
(5) Heat of Solution of Partially 
Hydrated Sample . — Calculate the heat 
of solution of the partially hydrated 
sample in the same way as for the dry 
cement (Paragraph {a)), except make 
additional corrections, as follows: 

(1) Since* an increase of 1 C. in the 
temperature at which the heat of solu- 
tion test occurs causes a decrease of ap- 
proximately 0.3 cal. per g. in the heat of 
solution, if the temperature of the heat of 
solution test of the partially hydrated 
sample exceeds the temperature of the 
dry cement determination, a correction 
of 0.3 cal. per g. per degree Centigrade 
difference in temperature shall be added 
to the heat of solution value obtained for 
the partially hydrated sample. 

(2) Also, correct the heat of solution 
value if the final calorimeter temperature 
of the solution test is different from the 
temperature of the calorimetric sample 
when introduced. Thus, for the parti- 
ally hydrated sample, which has a spe- 
cific heat of approximately 0.4 cal. per 
gram of ignited cement, if the final 
calorimeter temperature exceeds the tem- 
perature of the sample at the time it was 
introduced, add a correction of 0 .4 cal. per 
gram of the ignited cement per degree 
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Centigrade difference in those tempera- 
tures when calculating the heat of solu- 
tion. 

Calculate the heat of solution of the 
partially hydrated sample as follows: 

^ _ 0.4(r - h) - 0.3(td - ih) 

Wi 

where: 

= heat of solution of partially hy- 
drated sample in calories per 
gram, 

i?, C, Wi, T, and id = the same as in 
Paragraph (a), and 

4 = final calorimeter temperature in 

degrees Centigrade at end of 
determination on partially hy- 
drated sample. 

(c) Heat of Hydration.—Calcnldite the 
heat of hydration of the cement to the 
nearest calorie, as follows: 

!Ik - II, - II, 


where: 

Eh = heat of hydration, in calories per 
gram of ignited cement, 

El = heat of solution of the dry cement 
(Paragraph {a)), and 
E% = heat of solution of the partially 
hydrated sample (Paragraph 
{b)\ 

{d) Final Temperature Correction.—- 
A final calorimeter temperature of 25 C, 
shall be considered as the basis to which 
the heat of hydration shall be referred, 
and the effects of variation in that tem- 
perature should be kept in mind when 
considering test results. An increase in 
the final temperature raises the heat 
of hydration approximately 0.1 cal. 
per deg. Cent, per gram of ignited ce- 
ment. For example, if the final tempera- 
ture is 27 C., 0.2 cal. should be subtracted 
from the observed heat of hydration in 
order to refer the results to 25 C. In 
borderline cases, proper correction shall 
be made for the effects of final calorimeter 
temperature. 



Tentative Specifications for 
NORMAL FINISHING HYDRATED LIMEi 


A.S.T.M. Designation: C 6 - 46 T 

Issued, 1946.^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 



Scope 

1. These specifications cover one type 
of finishing hydrated lime which is suit- 
able for use in the scratch, brown, and 
finish coats of plaster, for stucco, for 
mortar, and as an addition to portland- 
cement concrete. Lime sold under these 
specifications shall be designated type 
N — normal finishing h 3 ^drate. 

Note, — Type N — normal finishing hydrate 
is differentiated from type S — special finishing 
hydrate, which is covered by the Tentative 
Specifications for Special Finishing Hydrated 
Lime (A.S.T.M, Designation: C 206), ^ in that 
no limitation on the amount of unhydrated 
oxides is specified for type N hydrate and the 
plasticity requirement for type N hydrate 
shall be determined after soaking for 16 to 24 hr. 

Chemical Composition 

2. Type N — normal finishing hydrate 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-7 on Lime. 

2 Accepted by the Society at annual meeting, June, 
1946. 

Prior to their present publication as tentative, these 
specifications were published as tentative from 1913 to 
1915, being revised in 1914 and 1915. They were adopted 
in 1915, levised in 1919, but withdrawn and republished 
as tentative from 1921 to 1924, being revised in 1922, 1923, 
and 1924. They were again adopted in 1924 and published 
as standard from 1924 to 1946, being revised in 1931 and 
1944. The specifications were revised and republished 
as tentative in 1946. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.AI. Designations at front of book. 


shall conform to the following require- 
ments as to chemical composition; 

Calcium and magnesium oxides (non- 


volatile basis), min. per cent 95 

Carbon dioxide (as-received basis), max., 
percent: 

If sample is taken at the place of manu- 
facture 5 

If sample is taken at any other place. ... 7 


Residue 

3. The percentage residue of type N ■— 
normal finishing hydrate shall conform 
to the following requirements: 

Residue retained on No, 30 (590-micron) 


sieve, max., per cent 0.5 

Residue retained on No. 200 (74-micron) 
sieve, max., per cent 15 


Popping and Pitting 

4. Type N — normal finishing hydrate 
shall show no pops or pits when tested 
in accordance with the method prescribed 
in Section 7(5). 

Plasticity 

5. The putty made from type N — 
normal finishing hydrate shall have a 
plasticity figure of not less than 200 when 
soaked for a period of not less than 16 
hr. nor more than 24 hr. 
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Samplings Inspection^ etc. 

6. The sampling, inspection, rejec- 
tion, retesting, packing, and marking 
shall be conducted in accordance with 
the Standard Methods of Sampling, In- 
spection, Packing, and Marking of 
Quicklime and Lime Products (A.S.T.M. 
Designation: C 50).'h 

Methods of Testing 

7. The properties enumerated in these 
specifications shall be determined in 


accordance with the following methods 
of the American Society for Testing 
Materials: 

(а) Chemical A nalysis , — Standard 
Methods of Chemical iliialysis of Lime- 
stone, Quicklime,' and Hydrated Lime 
(A.S.T.M. Designation: C25).'^ 

(б) Physical Tests . — Tentative Meth- 
ods of Physical Testing of Quicklime 
and .Hydrated Lime (A.S.T.M. Desig- 
nation: C 110).^ 



T'entati^ue Specifications fior 
SPECIAL FINISHING HYDRATED LIME^ 



A.S.T.M. Designation: C 206 - 46 T 

Issued, 1946.^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover one type 
of finishing hydrated lime which is suit- 
able for use in the scratch, broivn, and 
finish coats of plaster, for stucco, for 
mortar, and as an addition to portland- 
cement concrete. Lime sold under these 
specifications shall be designated type 
S — special finishing hydrate. 

Note. — T>pe S — special finishing hydrate is 
differentiated from type N — normal finishing 
hydrate, which is covered by the Tentative 
Specifications for Normal Finishing Hydrated 
Lime (A.S.T.M. Designation: C 6) in that a 
limitation on the amount of unhydrated oxides 
is specified for t 3 pe S hydrate only and the 
plasticity requirement for type S hydrate may 
be determined after soaking for less than 16 hr. 

Chemical Composition 

2. Type S — special finishing hydrate 
shall conform to the following require- 
ments as to chemical composition: 

Calcium and niagnesium oxides (nonvolatile 

basis), min., per cent 95 

Carbon dioxide (as-received basis), max., 
percent: 

If sample is taken at the place of manu- 
facture. . 

If sample is taken at any other place. . . 
Unhydrated oxides (as-received basis), max. 
per cent, 


Residue 

3. The percentage residue of type S — 
special finishing hydrate shall conform 
to the following requirements: 


Residue retained on No. 30 (590-micron) 

sieve, max. , per cent 0.5 

Residue retained on No. 200 (74-micron) 
sieve, max., per cent 15 


Popping and Pitting 

4. Type S — special finishing hydrate 
shall show no pops or pits when tested 
in accordance with the method pre- 
scribed in Section 7(6). 

Plasticity 

5. The putty made from type S — 
special finishing hydrate shall be ac- 
cepted if it develops a plasticity figure 
of not less than 200 when tested or re- 
tested after soaking for any period not 
exceeding 24 hr. 

Sampling, Inspection, etc. 

6. The sampling, inspection, rejec- 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee C-7 on Lime. 

2 Accepted by the Society at annual meeting, June, 

1946. 

- ® Appears in this publication, see Contents in Numeric 

o Sequence of A.S.T.M. Designations at front of book. 
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tioii, retesting,' packing, and marking 
shall be conducted in accordance with 
the Standard Methods of Sampling, In- 
spection, Packing, and Marking of 
Quicklime and Lime Products (A.S.T.M. 
Designation: C 50).^ 

Methods of Testing 

7» The properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 


the American Society for Testing 
Materials: 

{a) Chemical Analysis . — Standard 
Methods of Chemical Analysis of Lime- 
stone, Quicklime, and Hydrated Lime 
(A.S.T.M. Designation: C 25),^ and the 
current tentative revision.^ 

Qi) Physical Tests . — Tentative Meth- 
ods of Physical Testing of Quicklime 
and Hydrated Lime (A.S.T.M. Designa- 
tion: CllO).^ 


^ See p. 1701. 



Tentative Specifications fior 
HYDRATED LIME FOR MASONRY PURPOSES' 



A.S.T.M. Designation : C 207 - 46 T 

ISSXTED, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Pliiladelphia o, Pa. 


Scope 

1. These specifications cover two t 3 T)es 
of hydrated lime which are suitable for 
use in mortar, in the scratch and brown 
coats of plaster, for stucco, and for addi- 
tion to portiand-cement concrete. The 
two types of lime sold under these speci- 
fications shall be designated as follows: 

Type N — normal hydrated lime for 
masonry purposes, and 

Type S — special hydrated lime for 
masonry purposes. 

Note. — T ype S — special hydrated lime for 
masonry purposes is differentiated from type 
N—normal hydrated lime for masonry purposes 
principally by its ability to develop high, early 
plasticity and higher %vater retentivity, and bj?- 
a limitation on its unhydrated oxide content. 

Chemical Composition 

2. Hydrated lime for masonry pur- 
poses shall conform to the following re- 
quirements as to chemical composition: 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-7 on Lime. 

2 Accepted by the Society at annual meeting. Tune, 
1946. 


Type Type 


N , S 

Calcium and magnesium oxides 
(nonvolatile basis), min., 


Carbon dioxide (as-received 
basis), max., per cent: 

If sample is taken at the place 

of manufacture 5 5 

If sample is taken at any other 

place 7 7 

Unhydrated oxides (as-re- 
ceived basis), max., per 
cent 8 


Residue, Popping and Pitting 

3. Both types of hydrated lime for 
masonry purposes shall conform to one 
of the following requirements : 

(a) The residue retained on a No. 30 
(590-micron) sieve shall be not more than 
0.5 per cent, or 

(5) If the residue retained on a No. 30 
(590-micron sieve) is over 0.5 per cent, 
the lime shall show no pops and pits 
when tested in accordance with the 
method prescribed in Section 7 ifi). 

Plasticity 

4. The putty made from type S— 
speciaMiydrate shall have a plasticity 
figure of not less than 200 when tested 
within 30 min. after mixing with water. 
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Water Retention 

5. (a) Hydrated lime mortar made 
with type N — normal hydrated lime for 
masonry purposes, after suction for 60 
sec., shall have a water retention 
value of not less tha,n 75’ per cent when 
tested in a standard mortar made from 
the dry hydrate or from putty made from 
the hydrate which has been soaked for a 
period of 16 to 24 hr. 

(b) Hydrated lime mortar made with 
type S — special hydrated ^ lime for 
masonry purposes shall have a water 
retention value of not less than 85 per 
cent when tested in a standard mortar 
made from the dry hydrate. 

Sampling, Inspection, etc. 

6. The sampling, inspection, rejection, 
retesting, packing, and marking shall be 
conducted in accordance with the Stand- 
ard Methods of Sampling, Inspection, 


Packing, and Marking of Quicklime and 
Lime Products ,(A.S.T.,M, Designation: 
C 50).^ 

Methods of Testing 

7. The properties .enumerated in these 
specifications shall be determined , in ac- 
cordance with the following methods of 
the ilmerican ' Society for . Testing - 
Materials: 

(a) Chemical A Standard 

Methods of Chemical Analysis of Lime- 
stone, Quicklime, and Hydrated Lime 
(A.S.T.M. Designation: C 25) and the 
current tentative revision/^ 

{b) Physical Tests , — Tentative Meth- 
ods of Physical Testing of Quicklime and 
Hydrated Lime (A.S.T.M. Designation: 
CllO).^ 


"> Appears in this publication^ see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

4 Seep. 1701. 



Tentative Methods of 

PHYSICAL TESTING OF QUICKLIME AND HYDRATED LIME‘ 



A.S.T.M. Designation: C 110-45 T 

Issued, 1934; Revised, 1938j 1945.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. (a) These methods cover proce- 
dures for the physical testing of quick- 
lime and hydrated lime. 

(Z>) The test procedures appear in the 
following order: 


Sections 

Residue 2 to 4 

Standard Consistency of Lime 

Putty 5 and 6 

Plasticity of Lime Putty 7 to 101 

Soundness of Hydrated Lime 11 and 12 

Popping and Pitting of Plydrated 

Lime.... 13 and 14 

Water Retention of Hydrated 
Lime 15 to 17 


Residue 

Apparatus 

2. The sieves used shall conform to 
the requirements of the Standard Specifi- 
cations for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11).^ 

Residue of Quicklime 

3. A representative 2|-kg. (5-lb.) 

sample of the quicklime shall be selected. 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee C-7 on, Lime. 

2 Latest revision accepted by Comraittec E-10 on Stand- 
ards, June 27,1945,^ 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M.I^Designations at front of book. 


Lime selected for this test shall be 
broken so as to entirely pass a 1-in. 
ring and be retained on a |-in. sieve. 
Pulverized lime shall be tested as re- 
ceived. The sample shall be placed in 
a box of wood or of some material of 
similarly low thermal conductivity, and 
slaked by an experienced operator with 
sufficient water at 70 to 80 F. (21 to 
27 C.) to produce the maximum quan- 
tity of lime putty, care being taken to 
avoid “burning” or “drowning” the 
lime. It shall be allowed to stand for 
1 hr. and then washed through a No. 
20 (840-micron) sieve by a stream of 
water having a moderate pressure. No 
material shall be rubbed through the 
sieve. The washing shall be continued 
until the residue on the screen appears 
to consist entirely of coarse particles, 
but in no case shall the washing be con- 
tinued for more than 30 min. The resi- 
due shall be dried to constant weight at 
a temperature of 212 to 225 F. (100 to 
107 C.) and the percentage residue cal- 
culated, based on the original weight of 
the sample. 

Residue of Hydrated Lime 

4. A 100-g. sample of the hydrated 
lime as received shall be selected and 
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placed on a No. 30 (590-micron) sieve, 
wMch shall be nested above a No. 200 
(74-micron) sieve. The material shall 
be washed through the sieves by means 
of a stream of water from a faucet. A 
piece of rubber tubing attached to the 
water faucet shall be used for the wash- 
ing. The velocity of the water may be 
increased 'by pinching the tubing, but 
shall not be sufficient to cause any 
splashing of the sample over the sides 
of the sieve. The washing shall be 
continued until the water coming 
through the sieve is clear, but in no 
case shall the washing be continued for 
more than 30 min. Care shall be taken 
not to let water accumulate on the No. 
200 (74-micron) sieve, because the open- 
ings will become clogged and the opera- 
tion cannot be completed in 30 min. 
The residues on both sieves shall be 
dried to constant weight in an atmos- 
phere free from carbon dioxide at a 
temperature between 212 and 248 F. 
(100 and 120 C.). The percentage resi- 
due retained on each sieve shall be cal- 
culated, based on the original weight of 
the sample. The weight of the material 
retained on the No. 30 (590-micron) sieve 
shall be added to the weight of the ma- 
terial retained on the No. 200 (74- 
micron) sieve to obtain the correct 
weight of the material retained on the 
No. 200 (74-micron) sieve. 

Standard Consistency of Lime 
Putty 

Apparatus 

5. (a) Modified Vicat Apparatus . — • 
The modified Vicat apparatus shall be 
used. The apparatus, constructed as 
shown in Fig. 1, shall consist of a 
. bracket, A , bearing a movable brass rod, 
Bj 6.3 mm. in diameter and of suitable 
length to fit the Vicat bracket. A 
plunger, C, 12,5 mm, in diameter, made 
of aluminum : tubing, shall be attached- 


to the lower end of the rod. The total 
weight of the rod with plunger shall be 
30 g. The lower end of the plunger 
shall be closed without shoulders or 
curvature and the tube may be loaded 
with shot to the specified weight. The 
total weight required may also be ob- 
tained by means of a weight, D, screwed 



into the rod. The rod can' be held in 
any position by means of a screw, 
and has a mark midway between the 
ends which moves under a scale, F, 
graduated in millimeters, attached to 
the bracket, A. 

(b) Mold . — The conical ring mold 
shall be made of a noncorroding, non- 
absorbent material, and shall have an 
inside diameter of 7 cm. at the base and 
■6 cm. at the top, and a height of 4 cm. 





VSt oVs'* 




Fig. 2.— Emley Plastidmeter. 

Constants of the Machine : 

Absorption of porcelain base plate. — Minimum of 40 g. in 24 hr. For rate of absorption of base 
plates, see Section 10(5). 

Dimension of base plate. — 1 in. in thickness by 4 in. in diameter. 

Dhnensions of disk.— in. in thickness by 3 in. in diameter. 

Speed of vertical shaft. — One revolution in 6 min,, 40 sec. 

Upward moveme^it of base plate. — in. per revolution. , 

Torque on disk when bob reading is 100. — 14,400 g.cm. 

cient water to form a thick putty and end resting on the glass base plate and 

stirred with a trowel or spatula for 2 or filled with the lime putty, after which 

3 min, to insure intimate mixing. If no the putty shall be struck off flush with 

soaking of the putty is required, the the top of the mold. The lime putty, 

consistency shall be adjusted imme- confined in the ring mold resting on the 

diately by suitable additions of water plate, shall then be centered under the 
to conform to the requirements for rod of the modified Vicat apparatus 
penetration prescribed in Paragraph (5). (Fig. 1). The plunger end, C, shall 
If soaking is required, the putty, after then be brought in contact with the 
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ic) Base Plate.— The base plate for initial wetting, shall be stored in a 
supporting the ring mold shall be of vessel covered with a damp cloth for not 
plate glass and about 10 cm. square. less than 16 nor more than 24 hr. After 

. . soaking, this putty shall again be stirred 

Standard Consistency Determination 2 or 3 min. and the consistency then 

6. (a) Procedure . — About 300 g. of determined. To determine consistency, 
hydrated lime shall be mixed with sufii- the mold shall be placed with its larger 
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surface of the lime putty and an initial 
reading taken. The rod shall then be 
released and the final reading shall be 
taken 30 sec. after the plunger is released. 

(b) Standard Comistejuy . — The lime 
putty shall be of standard consistency 
when a penetration of 20 mm. is ob- 
tained in 30 sec. A permissible varia- 
tion of plus or minus 5 mm. is allowed 
in preparing the sample for the plasticity 
determination described in Section 7. 

(^) If the penetration is less than 
standard, the sample may be removed 
from the mold, combined with the orig- 
inal aged putty, the whole mixed with 
more water, stirred for 2 or 3 min., and 
a suitable quantity retested. If the 
penetration is more than standard, the 
sample shall be discarded and a new 
one prepared. 

Plasticity of Lime Putty 
Plasticity Determination 

7: (a) The plasticity of lime putty 
shall be determined by means of the 
apparatus shown in Fig. 2. A ring 
mold such as is described in Section 5 {b) 
shall be lubricated with a thin film of 
water, placed on a porcelain base plate 
(see Sections 9 and 10), filled with the 
paste which has been adjusted to stand- 
ard consistency as described in Section 6, 
and struck off level The mold shall 
be removed by raising it vertically 
without distorting the paste. The base 
plate and paste shall be centered in the 
instrument and the carriage turned up 
by hand until the surface of the paste 
is in contact with the disk and the dis- 
tance between the disk and the top of 
the base plate is 32 mm. (1| in.). The 
carriage shall then be thrown into gear 
and the motor started. It is essential 
that the motor shall be started exactly 
120 sec. after the first portion of the 
paste has been placed in the mold. The 
time when the first portion of paste is 


placed in the mold shall be recorded as 
zero time; the motor is therefore started 
at 2 min. Care shall be taken to pro- 
tect the specimen from drafts during 
the test. 

{b) The scale reading shall be, re- 
corded every minute until the test is 
completed. The test shall be considered 
complete when: 

(1) the scale reading reaches 100, 

(2) any reading is less than the one 
before, or 

(3) the scale reading remains constant 
for three consecutive readings (2 min.) 
and the specimen has visibly ruptured 
or broken loose from the base plate. 

The time and the scale reading at the 
end of the test shall be noted. 

Calculation 

8. The plasticity figure shall be cal- 
culated from the following formula: 

P = VP" + (i02T 

where: 

P = plasticity figure, 

F = scale reading at the end of the 
test, and 

T = time in minutes from the time 
when the first portion of paste 
was put in the mold to the 
end of the test. 

Cleaning and Care of Base Plates 

9. In making plasticity determina- 
tions, much of the success attainable 
depends upon the condition of base 
plates. Continued use of the plates 
without proper cleaning results in clog- 
ging of the pores, with reduction in the 
rate of absorption. After a plate has 
been used, the excess lime shall be wiped 
off and the plate immersed in clear 
water for not less than 2 hr., after which 
it shall be transferred without drying 
to a dilute solution of HCl (1: 9) where 
it shall be kept immersed for another 
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2 hr. It shall then be transferred to a 
receptacle containing running water for 
at least 1 hr. The plate is then free of 
acid and, after the removal of excess 
water, shall be placed in an oven over- 
night at a temperature of between 212 
and 230 F. (100 and 110 C.) for drying. 
Before using, the plate shall be cooled 
to room temperature. 

Absorption of Plasticimeter Base Plates 

10. (a) Total Absorption, — Plasticim- 
eter base plates when immersed in water 
at room temperature for a period of 24 
hr. shall absorb not less than 40 g. of 
water. Before making the determina- 
tion, the plates shall be dried overnight 
in an oven at a temperature of between 
212 and 230 F. (100 and HOC.) and 
permitted to cool to room temperature. 
After immersion and before weighing, 
the excess water shall be wiped off with 
a damp cloth. 

(h) Rate of Absorption } — When tested 
over an area 2f in. in diameter the 
water absorbed shall be in accordance 
with the following: 

Water Absorbed, ml. 


First minute 8 to 14 

Second minute 5 to 7| 

Third minute 4 to 6i 

Fourth minute 4 to 6 

Fifth minute 3i to 5| 


Soundness oe Hydrated Lime 


Standard Sand 

11. The sand used for making test 
specimens shall be natural silica sand 
from Ottawa, 111., graded to pass a No. 
20 (840-micron) sieve and retained on a 
No. 30 (590-micron) sieve.® This sand 

^ A convement apparatus for determining the rate of 
absorption consists of a burette sealed onto an inverted 
glass funnel from which the stem has been removed. The 
diameter of the larger end of the funnel shall be ground 
so as to be 2 % in. in internal diameter. The funnel may 
be attached to the plate on which the measurement is 
being made by melted paraffin. The paraffin should not 
be too hot. A little experience will indicate when it is of 
the proper consistency- 


shall be considered standard when not 
more than 15 g. are retained on, the No. 
20 sieve, and not more than 5 g, pass the 
No. 30 sieve after S min. of continuous 
sieving of a 100-g. sample in the manner 
specified for sieving cement in the 
Standard Method of Test for Fineness 
of Hydraulic Cement by the No. 200 
Sieve (A.S.T.M. Designation: C 184).® 

Procedure 

12. {a) To 20 g. of the sample, 100 g. 
of standard sand shall be added, mixed 
thoroughly, and enough water added to 
the mixture to make a good plastic mor- 
tar of rather dry consistency. This shall 
be spread on a clean glass plate to form 
a layer about J in. in thickness by 4 in. 
square. The pat shall be of even thick- 
ness throughout and not tapering at the 
edges. If the mortar is too dry to work 
well, more water may be added. The 
pat shall be placed in a closet for 24 hr. 
The temperature in the closet shall be 
between 65 and 75 F. (18 and 24 C.), and 
there shall be free circulation of air but 
no direct draft striking the pat. The 
pat shall then be soaked in water until a 
film of water stands unabsorbed on the 
surface of the pat. If the pat has 
cracked, the consistency of the mortar 
was too wet and a new pat must be 
made. Two or three pats made at the 
same time from mortars of slightly dif- 
ferent consistencies will avoid delays, 

{h) Twenty grams of the sample shall 
be mixed with enough water to form a 
thick cream. This shall spread in a thin 
layer on the surface of the pat, allowed 
to stand for 15 min. to permit air bubbles 
to form, and troweled to an even surface, 
making this skim coat as thin as possible 
without allowing the sand to show 
through. The pat shall be put in the 
closet, under the conditions specified in. 


^ Detailed requirements for these sieves arc given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11), see p. 1237. 


Methods oe Physical Tests eor Lime (C 110 45 T) 


1315 


Paragraph (a), for 24 hr. It shall be 
examined carefully to see that there are 
no cracks or pops. The pat shall be 
suspended in a vessel partially filled 
with cold water, in such a way that the 
water can boil without touching the pat. 
The water shall be brought gradually 
to boiling and kept boiling gently for 
5 hr., the pat being surrounded by steam 
during this time. The water shall then 
be permitted to cool for at least 12 hr. 
The pat shall then be removed and 
examined. 

Popping and Pitting op Hydrated 
Lbpe 

Gaging Plaster 

13. The gaging plaster used for the 
popping and pitting test shall have a 
setting time of not more than 1 hr. when 
tested in accordance with Sections 25 
and 26(a) of the Standard Methods of 
Testing Gypsum and Gypsum Products 
(A.S.T.M. Designation: C 26).^ The 
gaging plaster shall be tested without 
lime in the manner described in Section 
14 to ensure its freedom from pops and 
pits. If any pops or pits are found, 
another lot of gaging piaster shall be 
provided which is free from pops and 
pits when subjected to this test. 

Procedure 

14, (a) Mk 100 g. of hydrated lime 
with sufficient water to bring to such a 
consistency as to give a penetration of 
20 dr S mm. when tested in accordance 
with Section 6. Mix into this putty, 
25 g, of gaging plaster (Section 13), 
adding more water as required to main- 
tain workable consistency. Spread on a 
glass plate to make a pat at least 6 by 8 
in. by approximately in. in thickness. 
Trowel to a smooth finish. Allow to 
stand overnight. 

(b) Place the specimen and plate on a 
rack in the steam bath so that water is 


not in contact with the specimen to be 
tested. A sloping cover shall be pro- 
vided above the specimen to prevent 
condensed steam from dripping onto the, 
surface of the. specimen. Raise the 
temperature of the water in the steam 
bath to boiling and maintam at boiling 
for 5 hr. Remove the specimens from 
the bath and examine for pops and pits. 

Water Retention op PI ydrated 
Lime 

Proportioning and Mixing 

15. The mortar tested shall be com- 
posed of 500 g. of lime and 1500 g. of 
standard sand conforming to Section 11, 
If hydrated lime putty is used, that 
weight of putty shall be used which is 
equivalent to 500 g. of the dry hydrated 
lime. The mortar shall be mixed in a 
nonabsorbent bowl of about l-gal . capac- 
ity. A measured quantity of water 
shall be poured into the bowl which has 
previously been wiped with a damp 
cloth. The 500 g. of lime shall then be 
added and stirred into the water wdth 
the fingers of one hand until the lime 
is thoroughly whetted (SO to 100 g. of 
the sand may be mixed with the dry 
hydrated lime before the latter is added 
to the water). If hydrated lime putty 
is used, it shall be diluted with a meas- 
ured amount of water to make a homo- 
geneous slurry, by stirring the mixture 
with the gloved fingers of one hand. 
Approximately one half of the sand shall 
then be added and the stirring continued 
for 30 sec. The remainder of the 1500 g. 
of sand shall then be added and the 
mortar mixed for 75 sec. by vigorous 
and continuous stirring, squeezing, and 
kneading with one hand. The mortar 
shall then be allowed to stand for not 
more than 15 min. with a cover on the 
bowl and shall then be remixed for 
another 60 sec. immediately before test- 
ing for flow. During the operation of 
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mixing, the hands shall be protected by 
rubber gloves. 

Consistency 

16. (a) flow table 

and flow mold used for the measurement 
of the consistency of the mortar shall 
conform to the following requirements: 

(1) Flow Table.—Th.e flow table appa- 
ratus shall consist of a rigid metal frame 
and a circular rigid table 10 in. in diame- 
ter with a shaft attached perpendicular 
to the table top. The table with 
attached shaft shall be mounted on the 
frame in such a manner that it can be 
raised and dropped vertically through a 
fixed height of ^ in . by means of a rotated 
cam. The table top shall have a plane 
surface and be of noncorrodible metal. 
The table and the attached shaft shall 
weigh 9 ± 0.1 lb. The end of the shaft 
shall not strike upon the cam at the end 
of the drop. The surfaces of the table 
and the frame which come into contact 
at the end of the drop shall be plane and 
parallel with the upper surface of the 
table and the material of these parts 
shall be hard metal to prevent cushioning 
eflect. The contact faces of the cam and 
the shaft shall be such that the table 
does not rotate more than one revolution 
during the 25 drops. The frame shall be 
attached rigidly to a concrete pedestal 
which shall be attached rigidly to the 
floor. The concrete pedestal shall be at 
least 8 in. square or in diameter at the 
top and at least 25 in. in height with a 
base suitable for rigid attachment to the 
floor and shall weigh at least 100 lb. 
The table top, after the frame has been 
mounted on the pedestal, shall be level 
along any two diameters at right angles 
to each other in both the raised and the 
lowered position. 

(2) Flow Mold . — The flow mold shall 
be made of noncorrodible material and 
shall be 4 in, in inside diameter at the 


base, 2.75 in. in inside diameter at the 
top, and 2 in. in height. 

(b) The flow table top shall be care- 
fully wiped dry and the flow mold placed 
at the center. Immediately after com- 
pleting the mixing operation, the mold 
shall be filled with mortar gently pressed 
into place by the finger tips to insure 
uniform filling. The mortar shall be 
smoothed off level with the top of the 
mold by aid of a trowel, and the mold 
removed. Immediately the table shall 
be dropped through a height of | in., 
25 times in 15 sec. The flow is the re- 
sulting increase in diameter of the 
mortar mass, expressed as the percentage 
of the original diameter. The mortar 
may be adjusted, if the flow is below 100 
per cent, by additions of water until the 
flow is within the range from 100 to 
115 per cent. Each adjustment shall 
be made by returning the mortar to the 
original mixing bowl, adding water, and 
then mixing for 135 sec. by vigorous and 
continued stirring, squeezing, and knead- 
ing with one hand. If the flow of the 
original mortar is greater than 115 per 
cent, a new batch shall be prepared. 

Water Retention Test 

17. {a) Apparatus . — For the water 
retention test, an apparatus essentially 
the same as that illustrated in Fig. 3 
shall be used. This apparatus consists 
of a water aspirator controlled by a 
mercury column relief and connected by 
way of a three-way stopcock to a funnel 
upon which rests a perforated dish. A 
mercury manometer should be connected, 
as shown, to provide a check on the 
vacuum. A rubber gasket is sealed to 
the top of the funnel and shall be kept 
wet during a test to insure a seal between 
the funnel and dish. The perforated 
dish shall be made of nonabsorbent 
material. Hardened filter paper equiva- 
lent to Carl Schleicher & Schueil filter 
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paper No. 575 sliali be used. It shall be 
of such diameter that it will lie flat and 
completely cover the bottom of the dish. 

(b) Procedure . — Immediately after 
making the flow test on the mortar 
which has been mixed and tested as 
described in Sections 15 and 16, the mor- 


with a slightly sawing motion. The 
dish shall then be seated on the wetted 
gasket, and with the mercury column 
relief previously adjusted so as to main- 
tain a vacuum of 2 in., the stopcock shall 
be turned to apply the vacuum to the 
funnel. After suction for 60 sec., the 



tar on the flow table shall be remixed 
for 30 sec. with that remaining in the 
mixing bowl. Immediately after remix- 
ing, the mortar shall be uniformly distrib- 
uted, without compacting, over the 
sheet of dampened filter paper in the 
perforated dish and the surface leveled 
off flush with the rim of the dish by 
drawing a straightedge across the dish 


stopcock shall be quickly turned to ex- 
pose the funnel to atmospheric pressure. 
The contents of the dish shall then be 
immediately removed by means of a 
putty knife or a square-end spatula and 
placed in the mold on the flow table. 
As each ' ^knife-full” of mortar is placed 
in the mold, it shall be puddled with 
glove-covered fingers. When the mold is 
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filled, the mortar shall be smoothed off 
level with the top of the mold and the 
flow determined as previously. The en- 
tire operation shall be carried out with- 
out interruption and as quickly as possi- 
ble and shall require not more than 30 
min. for completion, starting from the 
completion of the mixing of the mortar 
for the first flow determination. 


(c) Calculation , — Calculate the water 
retention value for the mortar as follows: 

A 

Water retention value *= — X 100 

D 

where : 

A = flow after suction, and 
B == flow immediately after mixing. 



Tentative Definitions ofi 
TERMS RELATING TO LIMEi 


A,S.T,M. Designation: C SI ~ 44 T 
Issued, 1944.2 

These Tentative Definitions have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 



Rtin-of-Kiln Quicklime. — Quicklime as 
drawn or discharged from a kiln. 

Quicklime Sizes. — Quicklime may be 
obtained in different sizes depending 
upon the type of limestone, kind of kiln 
used, or treatment subsequent to cal- 
cining. The sizes commonly recognized 
are as follows: 

id) Large Lump . — 8 in. and smaller. 

{h) Pebble or Crushed. — 2| in. and 
smaller. 

(c) Ground^ Screened^ or Gramdar . — 
I in. and smaller. 


1 Under the standardization procedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M. 
Committee C-7 on Lime. 

2 Accepted by the Society at annual meeting, June, 
1944. 

These definitions are in effect a tentative revision of 
and, when adopted, are intended to be added to the 
Standard Definitions of Terms Relating to Lime (A.S.T.M. 
Designation: C 51-44), see p. 126. 


(d) Pulverized . — Substantially ail pass- 
ing a No. 20 (840-micron) sieve. 

Hydraulic Hydrated Lime. — ^The hydrated 
dry cementitious product obtained by 
calcining a limestone containing silica 
and alumina to a temperature short of 
incipient fusion so as to form sufficient 
free calcium oxide to permit hydration 
and at the same time leaving unhydrated 
sufficient calcium silicates to give the dry 
powder its hydraulic properties. 

High- Calcium Hydraulic Hydrated Lime. 
— A hydraulic hydrated lime that con- 
tains not more than 5 per cent magnesium 
oxide (nonvolatile basis). 

High- Magnesium Hydraulic Hydrated Lime. 
— A hydraulic hydrated lime that contains 
more than 5 per cent magnesium oxide 
(nonvolative basis). 
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Te7ttative Definitions of 
TERMS RELATING TO GYPSUM^ 

A.S.T»M. Designation: C 11 - 41 T 

Issued, 1916; Revised, 1921, 1925, 1926, 1928,1929, 1931, 1940, 1941.2 

These Tentative Definitions have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 

Aggregate. — Any inert material used as a 
filler in stucco, plaster, mortar, concrete, 
etc., without regard to its function as a 
binding material. 

Consistency.— A property of a material 
determined by the complete flow-force 
relation. , 

Gypsum Concrete.— A combination of ag- 
gregate or aggregates with gypsum as a 
binding medium, which after mixing 
solidifies into a conglomerate mass. 

1 Under the standardization procedure of tlie Society, 
these definitions are under the jurisdiction of the A.S.T.M. 

Committee C-11 on Gypsum. 

^Xhese definitions, when adopted as standard, will 
be added to the present Standard Definitions of Terms 
Relating to Gypsum (A.S.T.M. DesignatioG:^C 11 -41), 
which appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Note. — A plastic material is distinct from 
a solid material in that it possesses mobility. 
It is distinct from a fluid material in that it 
requires a measurable force (yield value) 
to start flow. 


Gypsum Fiber Concrete. — Gypsum con- 
crete in which the aggregate consists of 
shavings or chips of wood. 

Perforated Gypsum Lath . — K gypsum lath 
with perforations not less than f in. in 
diameter,, with one perforation for not 
more than each 16 sq. in. of lath. 

Plasticity. — A complex property of a mate- 
rial, involving a combination of the 
properties of, mobility and of yield value. 
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Tentative Specification for 
STRUCTURAL CLAY FACING TILE* 



A.S.T.M. Designation: C 212 - 46 T 
Issued,. 1946,2 . 

This Tentative Specification has been approved b}-" the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This specification covers structural 
clay load-bearing facing tile made from 
clay, shale, fire clay, or mixtures thereof. 
Structural facing tile are tile designed for 
use in interior and exterior unplastered 
walls and partitions of buildings. 

Types 

2. Two types of structural clay facing 
tile are covered, as follows: 

Type FTX. — “Smooth-face tile suit- 
able for general use in exposed exterior 
and interior masonry walls and parti- 
tions, and adapted for use where tile low 
in absorption, easily cleaned, and resist- 
ant to staining are required, and where a 
high degree of mechanical perfection, 
narrow color range, and minimum varia- 
tion in face dimensions are desired. 

Type FTS, — Smooth- or rough- 
texture-face tile suitable for general use 
in exposed exterior and interior masonry 
walls and partitions and adapted for use 
where tile of moderate absorption, mod- 

VUnder the standardization i^rocedure of the Society, 
this specification is under the jurisdiction of the A.S.T.M, 
Committee C45 on Manufactured Masonry Units. 

2 Accepted by the Administrative Committee on 
Standards, November 23, 1946, 


erate variation in face dimensions, and 
medium color range may be used, and 
where minor defects in surface finish, in- 
cluding small handling chips, are not ob- 
jectionable. 

Classes 

3. Two classes of structural clay facing 
tile are covered, as follows: 

Standard . — Tile suitable for general 
use in exterior or interior masonry walls 
and partitions. 

Heavy Duty . — Tile suitable for general 
use in exterior or interior masonry walls 
and partitions, and designed to have 
superior resistance to impact and mois- 
ture transmission and to support greater 
lateral and compressive loads than stand- 
ard tile construction. 

Basis of Purcliase 

4. Orders for maierial under this speci- 
fication shall include the following in- 
formation: 

(a) lype . — bee Section 2. 

{b) Class . — See Section 3. When class 
is not specified, the requirements for 
standard tile shall govern. If heavy 
duty tile are desired, the words “heavy 
duty’’ shall be included in the specifica- 
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tion. Heavy duty tile shall be accep- 
ted in lieu of standard tile except where 
the extra weight is an important factor 
in the loading of supporting members, 

(c) Texture and Color . — See Section 8. 

(d) Sizes . — See Section 9. Sizes shall 
be as specified. 

(e) Use . — The purchaser shall state 
whether the tile are for interior or exterior 
use. 

(/) Numher of Faces . — If two-face tile 
are desired, this shall be stated by the 


TABLE I.—MAXIM1BI WATER ABSORPTION. 


Type 

By 24-hr. Submer- 
sion in Cold Water, 
per cent 

By l-hr. Boiling, 

I per cent 


Average 

Individ- 

ual 

Average 

Individ- 

ual 

FTX 

5 

7 

7 

9 

FTS 

13 

16 

16 

19 



TABLE IL~COMPRESSIVE STRENGTH BASED ON 
GROSS AREA. 



End- Construction 
Tile 

■ Side- Construction 

1 Tile 



Class 

Minimum 
Average 
of Five 
Tests, 
psi ! 

Individ- 
ual Mini- 
mum, psi 

Minimum 
Average 
of Five 
Tests, 
psi 

i Individ- 
ual Mini- 
mum, psi 

Standard 

Heavy duty. . 

1400 

2500 

1000 

2000 

700 

1200 

500 

1000 


purchaser; otherwise, single-face tile 
may be furnished. 

Note. — See Section 14 for supplementary 
requirements applying to two-face tile. 

Absorption 

5. (a) The tile shall conform to one of 
the requirements for water absorption of 
the type specified as prescribed in 
Table I. 

{h) For type FTS tile for use in ma- 
sonry not exposed to frost action or in 
exposed masonry walls with an outside 
facing of 3 in. or more of stone, brick, or 
other masonry, limitations on absorption 
shall be waived. 


Compressive Strength 

6. {a) The tile shall conform to the 
requirements for compressive strength of 
the class specified as prescribed in 
Table II, 

(J) Heavy duty tile shall be accepted 
in lieu of standard tile except where the 
extra weight is an important factor in the 
loading of supporting members. 

Material, Workmanship, and Finish 

7. The body of all tile shall be of clay, 
shale, fire clay, or mixtures of these mate- 
rials with or without admixtures, burned 
to meet the requirements of this speci- 
fication. The body of all tile shall be 
free of cracks longer than one fourth of 

TABLE III.-MAXIMUM PERMISSIBLE EXTENT OF 

CHIPPAGE FROM THE EDGES AND CORNERS 
OF FINISHED FACE OR FACES INTO 
THE SURFACES. 



Cliippage, in. 


Edge 

Corner 

Type FTX : 

H 

li 

Type FTS 

yi 

% 


the dimension of the tile in the direction 
of the crack. The face or faces that will 
be exposed when in place shall be free of 
cracks that extend through the thickness 
of the face shell, chips in excess of those 
prescribed in Table III for the type speci- 
fied, and other imperfections detracting 
from the appearance of the finished wall 
when viewed at a distance of 10 ft. for 
type FTX and a distance of 15 ft. for 
type FTS. 

Texture and Color 

8. {a) Type FTX . — The face or faces 
of ail tile that will be exposed when in 
place shall have a smooth and unbroken 
natural die finish. (The die finish may 
be observed within the cells of the tile.) 
The color range of the finished faces shall 
conform to an approved sample consist- 
ing of not less than five stretcher tile 
fully representing the range of shade. 
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(b) Type FTS— The texture of the 
finished surface that will be exposed when 
in place shall conform to an approved 
sample consisting of not less than five 
stretcher tile, each representing the tex- 
ture desired. The approximate color 
range shall be indicated by an approved 
sample consisting of not less than five 
stretcher tile. 

Note. — Facing tile are not ordinarily avail- 
able in uniform (straight range) colors. Samples 
submitted for approval should include the ex- 
tremes of the color ranges that will be furnished, 
unless full burning range (kiln run) is acceptable. 

Sizes and Shapes 

9. The tile shall be of the sizes and 
shapes specified. 

Tolerances 

10. (a) Tolerances on Dimensions . — 
The average size of the tile furnished 
shall approximate closely the size speci- 


TABLE W .—TOLERANCES ON DIMENSIONS. 


Standard Dimensioii, in. 

Ma.ximtim Permissible 
Variation, plus or 
minus, from Standard 
Dimension, in. 


FTX 1 FTS 


Face Height or Length 


6 and under 


H 

Over 6 to 8, incl 

Fs ■ 


Over 8 to 12, incl 

5li> 

H 

Over 12 to 16, incl 

li 

he 


Through-the-wall Thickness® 



H 

Fs 

Ov'cr 4 to 6, incl.. 

% 

H 

M 

% 

0\'er 6 to S, incl.. i 

Over 8 to 10, incl, 

^6 


® Single-face tile only. For two-face tile, see Section 
14. 


fied in the invitation for bids. The 
dimensions of individual tile shall not 
differ from the standard dimensions for 
the type specified by more than the 
amounts given in Table IV. 

Note. — Nmninal dimensions of tile are out- 
side dimensions taken between center lines of 
mortar joints and are equal to the standard 


dimensions of the tile plus the thickness of one 

mortar joint. 

Standard dimension of tile is the manufac- 
turer’s designated dimension. 

Average dimension of the tile in a shipment 
is the average of the corresponding dimensions 
of the tile in a sample taken at random from the 
shipment. (For example, in a sample of 10 tile 
consisting of five tile 7J in. in length and live tile 
7i in. in length, the average length of the tile 
in the sample is 7f in.) 

(5) Tolerances on Distortion —Disior-- 
tion of face or edges of individual tile 
from a plane surface or from a straight 
line, respectively, shall not exceed the 
amounts shown in Table V for the type 
specified. 


TABLE V.— TOLERANCES ON DISTORTION. 


Maximum Face Dimensions 
(Height or Length), in. 

Ma.'cimum Permissible 
Distortion, in. 

Type FTX 

Type FTS 

8 and under 

Mb . 

l{2 

Over 8 to 12, incl i 

j 

Fs 

Over 12 to 16, incl 

he 

H 


Coring 

11. {a) Requirements as to coring 
shall apply to multicored tile only. Mul- 
ticored tile (Fig. 1) shall contain hollow 
spaces (cores) which are enclosed within 
the perimeter of the exterior shells and 
have a cross-sectional area of not more 
than 1| sq. in. 

{h) The type of coring is optional with 
each manufacturer. The distance from 
the perimeter of the core to the face of 
the tile shall be not less than f in. except 
in tile that are designed to be split for 
fractional lengths where the maximum 
distance from the face of the tile to the 
perimeter of the kerfing cores may be not 
less than J in. 

Size and Number of Cells 

12. (a) Requirements as to number of 
cells in direction of wail thickness and 
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shell and web thickness shall apply to 
hollow tile only. Hollow tile (Fig. 
2) shall contain hollow spaces (cells) 
which are enclosed within the perimeter 
of the exterior shells and have a mini- 
mum dimension greater than | in. and a 
cross-sectional area greater than sq. in. 
End-construction tile are designed to be 
placed in the wall with axes of the cells 
vertical. Side-construction tile are de- 
signed to be placed in the wall wdth the 
axes of the cells horizontal. Where end- 
construction tile are used on the side they 
shall conform to the requirements of side- 
construction tile and vice versa. 

(b) Hollow tile shall conform to the 
following requirements as to number of 
cells in the direction of wail thickness: 

Nominal Horizontal Thick- Minimum Number of 

ness of Tile as Laid in Cells in Direction of 

Wall, in Wall Thickness 

4 1 

6 2 

8 2 

10 3 

12 3 

The following tile shall be considered 
as having one additional cell in the direc- 
tion of WTili thickness: 

(1) Standard double-shell tile, pro- 
vided the combined width of the voids 
bet^¥een exterior and interior side 
shells on both sides of the tile is not 
less than | in. and the combined thick- 
ness of the short webs between inner 
and outer shells is not greater than 
that of the long transverse webs hold- 
ing the inner shells. 

(2) All heavy duty double-shell tile, 
also heavy duty solid and cored-shell 
tile having face shells at least in. 
thick on both sides of the tile, 

(c) Width of Cell.— The width of any 
cell in side-construction tile, measured 
in the direction of wall thickness, shall 
not exceed 4| times the average over-all 
thickness of either the upper or lower 
bearing shells. 


Shell and Web Thickness 

13 . (a) Side Shells of Standard Tile . — 
The thickness of the side shells of stand- 
ard tile shall be not less than the values 
shown in Table VI applying to the direc- 
tion of cells in the wall (see Fig. 2) . The 
thickness of exposed end shells of stand- 
ard end-construction tile shall be not less 
than the thickness of the side shells 
shown in Table VI. The net thickness of 
interior end shells for end-construction 
tile, exclusive of scoring, shall be not less 
than I in. 

(b) Side Shells of Heavy Dtity Tile.-— 
The thickness of the side shells of heavy 


TABLE VI.-THICRNESS OF SIDE SHELLS, 


Direction of Cells 
in Wall 

Average Over-all 
Thickness,® in. 

Combined 
Over- all 
Thickness of 

1 Inner and 
Outer Shells 
of Double- 
Shell Tiie,^ 
in. 

Solid- 
Shell i 
Tile i 

Cored- 

Shell 

Tile 

Standard Tile 


H ' 


U 

End construction 

k 


% 

Heavy Duty Tile 

Side construction 

1 1 

1 

1 

End construction ..... 

m 1 

t}4 

1 


, " Average over-all thickness is the average thickness of 
the shell of an individual tile measured between the iaside 
of the shell and the outside of the scoring, 

^ Combined over-all thickness of double shells is the 
sum of the over-all thickness of the outer shell and inner 
shell but does not include the thickness of the space be- 
tween the shells. 

duty tile shall be not less than the values 
shown inTableVIfor the proper direction 
of the ceils in the wall (see Fig. 2). The 
thickness of end shells of heavy duty end- 
construction tile shall be not less than 
fin. 

(c) Wehs^ Bearing Shells ^ and Recessed 
Ends. — For standard and heavy duty 
tile, the thickness of webs shall be not less 
than I in., except that the short webs 
between the inner and outer shells of dou- 
ble shells shall be not less than J in.; 
also, the net thickness of the top and 
bottom shells in side-construction tile 
and of end shells in end-construction tile, 
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which are recessed not less than ^ in., 
shall be not less than I in. (see Fig. 2). 

{d) Cored Shells— In cored shells, the 
distance from the perimeter of the core 
to the exposed face surface of the shell 
shall be not less than | in. (see Fig. 2). 
The volume of the shell cores shall not 
exceed 35 per cent of the gross volume of 
the face shell. The cross-sectional area 
of any shell core shall be not greater than 
'1 sq. in. 

(e) Double Shells. — In double shells of 
side-construction or end-construction 
tile, the thickness of the outer shells shall 
be not less than f in. for standard tile nor 
less than I in. for heavy duty tile. The 
length of void between the inner and 
outer shell shall not exceed 5 in. when 
measurements are made horizontally for 
end-construction tile and vertically for 
side-construction tile, with the unit rest- 
ing in its proper wall position, nor shall 
the distance between inner and outer 
shell exceed f in. 

(/) Scoring. — When face shells are 
scored, each groove shall be not less than 
I in. nor more than J- in. in depth, and 
not more than 1 in. in width. The area 
covered by the grooves shall not exceed 
50 per cent of the area of the scored faces. 

Supplementary Requirements for Two- 

Face Tile 

14. {a) Two-face tile, intended for use 
where two exposed smooth faces are re- 
quired, shall meet the requirements for 
tolerances on dimensions and on distor- 
tion prescribed in Paragraphs (5) and (c), 
and shall meet all other requirements for 
single-face tile. Two-face tile having one 
smooth face and one rough-texture face 
may be secured if so specified, in which 
case they shall conform to the require- 
ments for type FTS. 

ib) The tolerances on face dimensions 
and on distortion of each finished face 
shall conform to the requirements of Sec- 
tion 10 for single-face tile. 


(c) The tolerances on thickness or 
depth through the wall shall conform to 
the requirements for the type specified as 
prescribed in Table VII, 

Note. — Variation in thickness of individual 
two-face tile is controlled by the tolerances on 
distortion, (Section 10(5)). The thickness of a 
two-face tile shall be considered either the 
maximum or minimum thickness of the tile, 
whichever is farthest from the standard dimen- 
sion. 

Inspection 

15. The purchaser or his authorized 
representative shall be provided proper 
facilities for sampling and inspection of 
tile, both at the place of manufacture and 
at the site of the work. At least 10 days 
from the time of sampling shall be al- 

TABLE VIL— TOLERANCES ON DIMENSIONS 
FOR TWO-FACE TILE. 



Standard Dimension, 
in. 

Maximum Permis- 
sible Variation, 
plus or minus, 
from Standard 
Dimension, in. 

FTX FTS 

Til rough - 

4 and under 

/'S 

U • 

the-wall 

Over 4 to 6, incl 

54 

54 

Thickness 

Over 6 to 8, incl 


M 


lo'wed for completion of the tests. The 
expense of inspection and testing shall be 
borne by the purchaser. 


Methods of Testing 

16. The tile shall be sampled and the 
properties enumerated in these specifica- 
tions shall be determined in accordance 
with the following methods of the Ameri- 
can Society for Testing Materials: 

(a) Compressive Standard 

Methods of Sampling and Testing Struc- 
tural Clay Tile (xV.S.T.M. Designation: 
C112),3 

(р) Absorption by 1-hr. Boiling.— 
A.S.T.M. Methods C 112. 

(с) Absorption by 24-hr. Submersion.— 
Not less than five pieces of tile, each 

3 j^ppears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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weighing not less than 0.5 lb. and repre- 
sentative of the whole lot of tile from 
which they were selected, shall be tested 
as follows: 

(1) The test specimens 
shall be dried to constant weight in a 
ventilated oven at 110 to 115 C. (230 
to 239 F.). When cool, each specimen 
shall be weighed. 

(2) Saturation . — The dry specimen 
shall be submerged, without prelimi- 
nary partial immersion, in clean water 
(distilled or soft rain water) at 15.5 to 
30 C. (60 to 86 F.) for 24 hr. The 
specimen shall then be removed, the 
surface water wiped off with a damp 
cloth, and the specimen weighed. 
Weighing of any one specimen shall be 
completed wdthin 5 min. after remov- 
ing the specimen from the bath. 

(3) Calculation . — The absorption of 
each specimen shall be calculated as 
follows : 


Absorption, per cent = — — X lOO 

' n 1 

where: 

Wi = dry weight of the specimen, and 
TFs = saturated weight of the speci- 
men after 24-hr. submersion in 
cold water. 

(4) Report . — The average absorp- 
tion of all of the specimens tested shall 
be reported as the absorption of the 
lot of tile. 

Rejection 

17. In case the shipment fails to 
conform to the requirements for the class 
specified, the manufacturer may sort it, 
and new specimens shall be selected by 
the purchaser from the retained lot and 
tested at the expense of the manufac- 
turer. In case the second set of speci- 
mens fails to meet the requirements, the 
entire lot shall be rejected. 
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A.S.T.M. Designation: C 126 - 44 T 

Issued, 1936; Revised, 1937, 1939, 1944.2 

These Tentative Specifications have been approved the sponsoring com- 
mittee and accepted b}^ the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St,, Philadelphia 3, Pa. 


Scope 

1. These specifications cover ceramic 
glazed^ brick and ceramic glazed struc- 
tural clay tile of clay, shale, fire clay or 
mixtures thereof, with or without the 
addition of grog or other admixtures. 
Salt glazed ware is not covered by these 
specifications. Two grades and two 
types of glazed masonry units are cov- 
ered, as follows: 

Graie S {select). — For use with mortar 
joints i in. in thickness. 

Grade G (ground). — For use where 
variation of face dimensions must be 
very small. 

Type I (single-faced units). — For gen- 
eral use where only one finished face 
will be exposed. 

Type II (two-faced units). — For use 
where two opposite finished faces will 
be exposed. 

Basis of Purchase 

2. Orders for material under these 
specifications shall include the following 
information: 

^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee C-IS on Manufactured Masonry Units. 

2 Latest revision accepted by the Society at annual 
meeting, June, 1944. 

5 Ceramic glazed units have a glossy or satin-matt 
finish of either an opaque or clear glaze, produced by the 
application of a coating prior to firing and subsequently 
made vitreous by firing. . • 

■ ' 1 ' 


(a) GVarfe.—When the grade is not 
specified, the requirements for grade 
S shall govern. 

(h) Type. — When the type is not 
specified, the requirements for type I 
shall govern. 

(c) Sizes. — The sizes shall be specified 
in accordance with Section 8. 

(d) Color and Texture of Finish . — 
The color and texture of the finish shall 
be specified in accordance with Section 7. 

(e) Exposure. — When units are not 
specified for outdoor exposure, they 
need not conform to the absorption 
requirements of Section 5. 

(J) Scoring. — When plaster is to be 
applied to the backs of the units, scored 
surfaces shall be specified as prescribed 
in Section 12. 

(g) Coring. — Unless otherwise speci- 
fied, either standard or heavy-duty 
units as prescribed in Section 13 may 
be furnished. 

Description of Units 

3. (a) Solid Units..^Solid units are 
not perforated. 

(b) MuUicored . Units. — Multicored 
units are cored (perforated), the holes 
or perforations being within the perime- 
ters of the exterior shells and each hole 
having either a minimum dimension of 
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in. or a cross-sectional area of less 
than 1' sq. in. 

(c) Hollow Units, — Hollow units con- 
tain cells which are hollow spaces ' en- 
closed within the perimeter of the ex- 
terior shells and having a minimum 
dimension of not less than I in. and a 
cross-sectional area of not less than 1 
sq. in. 

Compressive Strength 

4. The compressive strengths (based 
on gross area) of the units shall be not 
less than the values prescribed in Table 
L 


TABLE I.-COMPRESSIVE STRENGTHS OF UNITS. 


Direction of Coring 

Minimum 
Average 
for Five 
Units, psi. 

Individual 
Minimum, 
One Unit, 
psi. 

Vertical 

3 000 ' 

2 500 

Horizontal 

2 000 

1 500 



Absorption 

5. When units are specified by the pur- 
chaser for use where exposed to the 
weather or soil, the average absorption 
by 24-hr. submersion in cold water shall 
not exceed 5 per cent and the absorption 
of any single unit shall not exceed 7 
per cent; percentages being based on the 
original dry weight of the units. 

Properties of Finish 

6. (a) Impervioiisness, — No stain shall 
remain on the surface after the imper- 
viousness test, except a slight discolora- 
tion in the depressions on matt, stippled, 
or mottled finishes, 

{h) 0^aa7y.“— Discoloration of the 
body shall not be visible through an 
opaque glaze in the opacity test. Clear 
glazes and special decorative glazes shall 
not be required to meet this require- 
ment. 

{c) Resistance to Fading, — The color 
of the glaze shall not change in the 


fading test. Finishes of metallic -or 
special decorative glazes shall not be 
required to meet this requirement. 

{d) Resistance to Crazing, — The glaze 
shall not craze, spall, or crack when sub- 
jected to one cycle of autoclaving in the 
crazing test. 

Color and Texture 

7. The color and texture of the fin- 
ished surfaces of the units shall be as 
specified and shall conform to an ap- 
proved reference sample. The ref ci- 


table II.— SIZES OF SINGLE-FACED UNITS. 


Standard Face Dimensions 

Standard Thicknesses, 
in. 

Height, in. 

Length, in. 

2}4 

8 

IH or 3J4 


8 

IM or 

5 

8 

m, 33i 5Kor s 

5 

12 

37/8, SU or 8 

8 

12 

movM 

8 

16H 

IM or 


ence sample shall consist of five stretcher 
units representing the ranges of shade 
and texture. 

Sizes 

8. The units shall be of the sizes 
and shapes specified (Note). 

Note. — ^The sizes shown in Table II are 
standard in the industry for single-faced units 
(tj’pe I). Two-faced units (type II) of the 
same face dimensions as units of type I are 
standard in the industry in 3|-in. thickness 
only. 

Number of Cells 

9. (a) Units may be , solid, multi- 
cored, or hollow. Requirements as to 
number of cells shall apply to hollow 
units only (Section 3 (c)). Hollow units 
of 6-in. and 8-in, thickness shall have not 
less than two cells or rows of cells across 
the thickness of the unit. 

(b) Double-shell tile shall be con- 
sidered as having one additional cell 
across the thickness of the unit if either: 
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(i) The width of the voids within 
each of the two double shells of the 
tile is not less than J in., or 

(^) The combined thickness of the 
inner and outer shells on each side of 
the tile is not less than 1 in. 

(c) The face shells of single-shell 
tile with multicored or solid face shells 
at least 1 1 in. in thickness on both 
sides of the tile shall be considered as 
one additional cell in wall thickness, 
provided the volume of the holes in 
multicored shells does not exceed 35 per 
cent of the gross volume of the face shell 
and the minimum distance from the 
perimeter of any hole to either side of the 
shell is not less than f in. 


TABLE III.-TOLERANCES ON FACE DLMENSIONS. 


Standard 

Face 

Dimension 
(Heigh t or 
Length), 
in. 

Maximum Permis- 
sible Variation, 
plus or minus, 
from Standard 
Face Dimension, 
in. 

Maximum Permis- 
sible Variation in 
Face Dimension, 
Largest to Smallest 
of Units in One 
Lot“ in. 

Grade S 

Grade G 

Grade S 

Grade G 

2M 



/7.2 





14 

% 

1 Hg 

S 

Hi 

14 

H 

Kg 

8 

Vs 

he 

54 

14 

12 

54 

14 


14 

m 

, U : 

14 

54 

14 


“ Size of lot shall be determined by agreement between 
the purchaser and the seller. 


Shell and Web. Thickness 

10. (a) The minimum distance from 
the perimeter of any hole to the outer 
surface of the shell of multicored units 
shall be not less than | in. 

(h) The average over-all thickness of 
the shells of vertical cell hollow units, 
measured between the inner and ex- 
treme outer surfaces, shall be not less 
than I in. The thickness of webs shall 
be not less than | in, 

(r) The average over-all thickness of 
the face shells of horizontal cell hollow 
units, measured between the inner and 
extreme outer surfaces, shall be not less 
than I in. The least thickness of the 


other shells of horizontar cell hollow 
units and the thickness of the webs 
shall be not less than | in. 

(d) The horizontal width of any cel! 
in horizontal cell hollow units shall not 
exceed 4| times the average over-all 
thickness of either the upper or lower 
bearing shells. 

Tolerances on Dimensions ' 

11. {d) The dimensions of the faces 
of units of types I and II shall not 
differ from those specified by more than 
the amounts given in Table III. 

(b) The thicknesses (measured per- 
pendicular to face of wall as laid) of 
units of grades S and G shall not differ 


TABLE IV.— TOLERANCES ON THICKNESS OF 
UNITS. 


Standard 

Thickness, 

in. 

Maximum Permis- 
sible Variation, 
plus or minus, 
from Standard 
Thickness, in. 

Maximum Permis- 
sible Variation in 
Thickness Largest to 
Smallest of Units 
in One Lot, “in. 

Type I 

Type II 

Type I 

Type II 

m 



Vs 


3% 

H 

H 

54 

Vs 

5K. 

54 


M 


8 

. M 


5l6 



“ Size of lot shall be determined by agreement between 
the purchaser and the seller. 


from those specified by more than the 
amounts given in Table IV. 

(c) Distortions of the face or of the 
edge of a face from a straight line, when 
measured as the maximum ordinate from 
the line to the face or the edge, shall 
not exceed the amounts given in Table 
V. 

(d) Tolerances for units having dimen- 
sions not listed in Tables III, IV, and V 
shall be the same as for the next larger 
standard dimension. 

Scoring 

12. When scored-back units are speci- 
fied, each groove shall be not less than 
I nor more than J in. in depth, nor more 
than T in. in width. The area covered 



SPECIFICATtONS FOR GlAZED MaSONRY UNITS (C 126 ~ 44 T) 


1331 


hf tiie grooves shall not exceed 50 per 
cent of the area of the scored faces. 

Coring 

13. When heavy-duty units are speci-’ 
fied, the units may , be either solid or 
cored. If cored, the volume of the 
holes shall not exceed the values given 
in Table VI. 

Workmanship 

14. (a) The body of the units shall 
be free from cracks or other imperfec- 


TABLE V— PERMISSIBLE DISTORTIONS OF FACE 
AND EDGE OF FACE. 


Standard Face Dimensions, 
in. 

Maximum Ordinate 
From a Straight 

Line, in. 

Grade S Grade G 

214 by 8 



3% by 8 



5 by 8 

34 

34 

5 by 12 

54 

54 

8 by 12 


Vs 

8 by 16M 

54 


TABLE VI.-CORING OF HEAVY-DUTY UNITS. 

Standard Thickness of Unit, 

Ma.ximum Coring, 

in. 

per cent" 

m 

2: 

5 

5H 

3; 

5 

) * 

Zl 

5 


“ Calculated as 100 times the volume of the holes made 
by coring divided by the gross volume of the units. 


tioiis which would impair the strength 
or durability of the masonry, 

(b) The finished face (one face) of 
stretcher units and the finished faces of 
shapes that will be exposed when in 
place shall be covered with a ceramic 
glaze (opaque or clear) of uniform 
quality. The glaze shall be free from 
chips, crazes, blisters, crawling, or other 
imperfections visible at a distance of 5 ft. 

Inspection 

15. Facilities shall be provided the 
purchaser for sampling and inspection 
at either the place of manufacture or 


the site of the construction, as specified 
by the purchaser. At least ten days 
from the time of sampling shall be al- 
lowed for completion of the tests. 

Test Specimens 

16. Specimens of whole units shall be 
selected by the purchaser or his repre- 
sentatives at the place or places desig- 
nated in the purchase order. Eight 
stretcher units shall be tested for a lot 
of 10,000 units or fraction thereof; for 
larger lots, five additional specimens 
shall be tested for each 30,000 units or 
fraction thereof. Other representative 
samples may be taken at any time or 
place at the discretion of the purchaser. 
When less than 1,000 units of the same 
size, shape and finish are ordered, tests 
of these units shall not be required. 

Methods of Test 

17. (a) Compressive Strength Test , — 
Compressive strength tests shall be 
made on three specimens in accordance 
with Sections 9, 10, 11, and 12 of the 
Standard Methods of Sampling and 
Testing Brick (A.S.T.M. Designation: 
C 67).^ Specimens used in the crazing 
test (Paragraph (/)) shall not be used 
in the compressive strength test. When 
the same three specimens are to be sub- 
jected to both absorption and compres- 
sive strength tests, they shall be dried 
to constant weight before subjecting 
them to the compression test. 

{h) Absorption Test, — The absorp- 
tion test shall be made on three whole 
specimens or on three pieces cut or 
sawed from the three specimens, each 
containing not less than 16 sq. in. of 
glazed surface and of the thickness of 
the body. When the same three speci- 
mens are to be subjected to both absorp- 
tion and crazing tests (Paragraph (/)), 
the absorption test shall be made first. 
The absorption test shall be made in 

^ Appears ia this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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accordatlce with Sections 15 and 16 of 
A.S.T.M. Methods C 67. 

(c) Imperviousness T esi, — Blue-black 
foimtam pen ink shall be applied liber- 
ally to the glazed surface and allowed 
to remain for 5 min. The surface shall 
then be washed with a wet cloth and 
running w’^ater, and examined for stain- 
ing of the finish. 

(d) Opacity TesL — ^Blue-black foun- 
tain pen ink shall be applied liberally to 
the body along a 2-in. length of the 
edge of the finished face. After 5 min., 
the finish shall be examined for opacity. 
When the same specimens are to be sub- 
jected to both opacity and crazing tests 
(Paragraph (/)), the opacity test shall 
be made first. 

(e) Fading Test . — A portion of the 
glazed surface of two of the specimens 
shall be submerged in a 10 per cent 
solution of hydrochloric acid for 3 hr. 
The solution shall be maintained at a 
temperature of 60 to 80 F. (15 to 27 C.). 
The finishes shall then be rinsed, dried, 
and examined for change of color. 

(/) Crazing T'est . — ^The crazing test 
shall be made on three whole dry units 
previously tested for imperviousness of 
finish (Paragraph {a)). Specimens sub- 
jected to the fading test (Paragraph 
(c)) shall not be used. The autoclave 
shall be of suflicient capacity to contain 


all the specimens of the same texture'^ 
color, and size. The apparatus shall 
be equipped with a safety valve, a blow- 
off valve, a thermometer, and a pressure 
gage accurate within 2 per cent of the 
scale range, and a heater or other means 
for creating and maintaining steam pres- 
sure within the autoclave. The speci- 
mens shall be placed above the water in 
the autoclave at room temperature. 
After fastening the autoclave head in 
place, the water in the. bottom shall be 
heated or saturated steam shall be ad- 
mitted slowly. The blowoff valve shall be 
kept open until steam escapes and most 
of the air has been expelled. After 
closing the blowoff valve, the steam 
pressure shall be increased at such a rate 
that it reaches 150 psi. in | to 1 hr. A 
constant pressure of 150 i 5 psi. with 
saturated steam shall be maintained for 
an additional hour. The blowoff valve 
shall then be opened slightly and the 
steam allowed to escape at a rate to be 
fully released in from IS to 30 min. The 
autoclave head shall be loosened, but not 
removed, and the specimens permitted 
to cool gradually to a temperature not 
exceeding 120 F. in a period not less than 
3 hr. The specimens shall then be re- 
moved and blue-black fountain pen ink 
rubbed upon the glazed surfaces to aid in 
the detection and examination of failures. 
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A.S.T.M. Designation: C 159 ~ 45 T 
Issued, 1941; Revised, 1945.2 


These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

i. (a) These specifications cover vitri- 
fied clay filter block made from clay or 
shale or mixtures thereof. Two types of 
filter block are covered, as follows: 

Typ& L — A one-piece filter block 
suitable for use in constructing a single- 
course trickling filter floor, which 
provides continuous drainage channels 
or ducts through the lower portion of 
the block for the conveyance of 
liquids from the filter bed and drain- 
age and aeration grilles in the upper 
portion of the block for the passage of 
liquids from, and air into the filtering 
media. 

Type IL — two-piece filter block 
suitable for use in constructing a two- 
course trickling filter floor, which pro- 
vides drainage and aeration. When 
placed or assembled, a course of the 
lower pieces or units forms continuous 
drainage channels or ducts for the con- 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C4S on Manufactured Masonry 
Units. 

2 Revision accepted by Committee E-10 on Standards, 
July 24, 1945. 


veyance of liquids from the filter bed 
and for the passage of air into the filter 
bed. An assembly of tiie upper units 
forms drainage and aeration grilles for 
the passage of liquids from, and air 
into the filtering media. 

Q>) The purchaser should specify the 
type or types of block desired. 

Compressive Strength 

2. The average compressive strength 
of five filter block shall be not less than 
600 psi., based on the gross area of the 
block, with the load applied in the same 
direction as in service. No individual 
block shall have a compressive strength 
of less than 500 psi. 

Absorption 

3. The average water absorption of 
five filter block, by 1-hr. submersion in 
boiling water, shall not exceed 6 per cent 
of the dry weight of the block. 

Shape 

4. (a) Type I filter block shall be of 
the self-spacing type and shall be rec- 
tangular in plan, as laid. When placed 
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in parallel rows on the subfloor of the 
filter bedj the cells in a single course of 
type I filter block shall form continuous 
drainage ducts, and the apertures or 
slots shall provide for drainage and aera- 
tion of the filter media. 

(5) Both the units for the lower or 
drainage course and the units for the 
upper or aeration course of type II filter 
block shall be of the self-spacing type 
and shall be rectangular in plan, as laid. 
When placed in parallel rows on the sub- 
floor of the filter bed, the lower units 
shall form continuous drainage channels. 
The upper units, when laid in parallel 
rows on the lower units, shall provide for 
drainage and aeration of the filter media. 

Permissible Variations in Dimensions 

5. The length, width, or height of a 
filter block shall not vary by more than 
i in. per ft. over or under the nominal 
dimension. 

Apertures 

6 . {a) Apertures in the top of type I 
filter block shall be not more than 1 | 
in. in width, but may vary in length. 
The aperture area shall be not less than 
20 per cent of the top area of the filter 
block when in position of use. 

( 6 ) Apertures in the top or aeration 
course of type II filter block shall be not 
more than 1 | in. in width, but may vary 
in length. The aperture area shall be 
not less than 40 per cent of the top area 
of the block when in position of use. 

Shell and Web Thickness 

7. (u) The exterior walls (shells) of 
type I filter block shall be not less than 
^ in. in thickness and the interior webs 
shall be not less than | in. in thickness. 

(h) The exterior walls (shells) and the 
interior webs and struts of the type II 
filter block comprising the lower or 
drainage course shall be not less than 


^ in. in thickness. The exterior walls 
(shells) and the longitudinal webs of the 
type II filter block comprising the top 
or aeration course shall be not less than 
IJ in. in thickness. ■ Stiffening webs, for 
stiffening the longitudinal webs, shall be 
not less than jj in. in thickness. 

Drainage Channels 

8 . (a) The aggregate effective cross- 
sectional area of the drainage channels 
in a filter block shall be not less than 15 
sq, in. per ft. of width of that filter block. 
The effective cross-sectional drainage 
area shall be defined and measured as the 
sectional area lying below the lowest 
level of the aperture slots. 

(b) The cross-sectional shape of the 
bottom of the drainage channels of any 
filter block shall be curved or narrowed 
in width to form a trough in the bottom 
of each channel, so as to accelerate flow 
of effluent and to minimize stranding of 
solids in such channels. 

(c) The height of the drainage chan- 
nels in any filter block shall be not less 
than 2 | in., measured from the lowest 
level of the aperture slots. 

(d) There shall be not less than two 
parallel drainage channels per foot of 
width of a type I filter block. 

Workmanship and Finish 

9. {a) Filter block may be either 
glazed or not glazed, unless otherwise 
specified in the purchase order. 

(&) The lower bearing surface of filter 
block shall not vary from a plane by 
more than | in. per ft. of the greatest 
length or width of the block. 

(c) All filter block shall be well burned 
and substantially free of laminations and 
fractures. All block shall be free of 
cracks exceeding 2 in. in length, of chips 
exceeding 2 by 1 by - 5 ^ in. in dimensions, 
and of blisters exceeding 2 in. in diameter 
and projecting more than | in. above the 
normal surface. 
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Marking 

10. All filter block shall bear the name, 
initials, or trade mark of the manufac- 
turer, These marks shall be indented 
on the exterior of the block and shall be 
legible. 

Rejection 

IL If the test specimens fail to con- 
form to the requirements for compressive 
strength or absorption, the manufacturer 
may sort the shipment, and new samples 
shall be selected by the purchaser from 
the retained lot and tested at the ex- 
pense of the manufacturer. In case the 
second set of test specimens fails to meet 
the requirements, the entire lot shall be 
rejected. 

Expense of Tests 

12. Except as specified in Section 11, 


the expense of inspection and testing 
shall be borne by the purchaser. 

Sampling and Testing 

13. {a) The purchaser or his author-, 
ized representative shall be accorded 
proper facilities for sampling and inspec- 
tion of the filter block, both at the place 
of manufacture and at the site of the 
work. At least ten days from the time 
of sampling should be allowed for com- 
pletion of the tests, 

(6) Filter block shall be sampled and 
tested in accordance with the Standard 
Methods of Sampling and Testing Struc- 
tural Clay Tile (A.S.T.M. Designation: 
C 112) of the American Society for Test- 
ing Materials.® 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Tentative Dejinitions of 
TERMS RELATING TO STRUCTURAL CLAY TLLEi 



A.S.T.M. Designation: C 43 - 46 T 
Issued, 1946.^ 


These Tentative Definitions have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Raw Materials 

Clay.— An earthy or stony mineral aggregate 
consisting essentially of hydrous silicates 
of alumina, plastic when sufficiently 
pulverized and wetted, rigid when dry, 
and vitreous when fired to a sufficiently 
high temperature. 

Surface Clay. — An unconsolidated un- 
stratified clay, occurring on the surface. 
Shale.— A thinly stratified, consolidated, 
sedimentary clay with well-marked cleav- 
age parallel to the bedding. 

Fire Clay. — A sedimentary clay of low flux 
content. 

Note. — Fire clay is usually associated with 
coal measures. 

Tile 

Structural Clay Tile.— Hollow burned-clay 
masonry building units with parallel cells. 

Note.— The term “j:ile’’ is understood, 
within the meaning of these definitions, to 
mean ‘"structural clay tile.” The term “terra 

1 Under the standardization procedure of the Soc^ty, 
these definitions are under the jurisdiction of the A.S.T.M . 
Committee C-IS on Manufactured Masonry Units. 

2 Accepted by the Administrative Committee on 

Standards, September 9, 1946. , 

Prior to their present publication as tentative, these 
definitions were published as tentative from 1921 to 1924, 
being revised in 1923 and 1924. They were adopted in 1924 
and published as standard from 1924 to 1933, being revised 
in 1931, but were withdrawn and lepublished as tentative 
from 1933 to 1936, being revised in 1934. They were again 
adopted as standard in 1936 and published as standard 
until 1946, when they were revised and republished as 
tentative. 


cotta,” which is applied to ornamental biiikr 
ing units of burned clay, should not be used 
to designate structural clay tile. 

Structural Clay Facing Tile. — Tile designed 
for use in interior and exterior unplastered 
w^alls, partitions, or columns. 

Load-Bearing Tile. — Tile for use in masonry 
constructions designed to carry super- 
imposed loads. 

Non-Load-Bearing Tile. — Tile for use in 
masonry constructions carrying no super- 
imposed loads. 

Partition Tile. — ^Tiie for use in building 
interior partitions, subdividing areas into 
rooms, or similar construction, and car- 
rying no superimposed loads. 

Fireproofing Tile. — ^Tiie for use as a protec- 
tion for structural members against fire. 

Furring Tile. — Tile for lining the inside of 
walls and carrying no superimposed loads. 

Floor Tile. — Tile for use as structural units 
in floor and roof construction. 

Header Tile. — Tile designed to provide re- 
cesses for header units in masonry-faced 
walls. 

Side-Construction Tile. — ^Tile designed to 
receive its principal stress at right angles 
to the axes of the cells. 

End-Construction Tile.— Tile designed to 
receive its principal stress parallel to the 
axes of the cells. 
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PARTS’y Openings, and Designation of 
Dimensions 

Shells. — ^^The outer walls of tile. 

Webs. — The partitions dividing tile into 
cells. 

Cells .—Hollo w spaces enclosed within the 
perimeter of the exterior shells and having 
a minimum dimension of not less than i in. 
and a cross-sectional area of not less than 
1 sq. in. 

Thickness. — That dimension designed to lie 
at right angles to the face of the wall, 
floor, or other assembly in which tile is 
used. 

Width. — That dimension measured at right 
angles to the direction of the thickness 
and length of tile. 

Length. — That dimension measured between 
the cut ends of tile. 

Note 1.— In practice, the first dimension 
given represents thickness; the second, width; 
the third, length. 

Note 2. — Gross area is taken as total area 
enclosed by the outside dimension of the tile 
in a direction perpendicular to that in which 
load is carried. 

Note 3. — Net area shall be taken as the 
area of solid material in shells and webs 
actually carrying stresses through the tile 
in a direction parallel to the direction of 
loading. 

Surface Features 

Piaster-Base Finish Tile. — Tile whose sur- 
faces are intended for the direct applica- 
tion of plaster. 

Note. — Plaster-base finish tile may be 
scored, combed, or roughened. 

Exposed Finish Tile.— Tile whose surfaces 
are intended to be left exposed or painted. 

Note.— Exposed finish tile may be smooth, 
combed, or roughened. 

Smooth Finish Tile. — ^Tile whose surfaces 


are not altered or marked in manufacture 
but left as a plane surface as formed by 
the die.^ 

Scored Finish Tile,— Tile whose face sur- 
faces are grooved as they come from the 
die to give increased bond for mortar, 
plaster, or stucco. 

Combed Finish Tile. — ^Tile whose face sur- 
faces are altered by more or less parallel 
scratches or scarfs in manufacture to give 
increased bond for mortar, plaster, or 
stucco.® 

Roughened Finish Tile. — ^Tile whose plane 
die surfaces are entirely broken by 
mechanical means, such as wire cutting 
or wire brushing, to give increased bond 
for mortar, plaster, or stucco.® 

Opaque Ceramic Glazed Tile. — Facing tile 
whose surface faces are covered by an 
inseparable fire-bonded, opaque, colored 
ceramic glaze of bright, satin or gloss 
■ finish. 

Clear Ceramic Glazed Tile. — Facing tile 
whose surface faces are covered by an 
inseparable fire-bonded, translucent or 
tinted ceramic glaze of lustrous finish. 

Nonlustrous Glazed Tile. — Facing tile whose 
surface faces are covered by an inseparable 
fire-bonded ceramic glaze of nonlustrous 
finish. 

Salt-Glazed Tile. — Facing tile whose sur- 
face faces have a lustrous glazed finish 
from the thermochemicai reaction of the 
silicates of the clay body with vapors of 
salt or chemicals. 

Natural Finish Tile. — Facing tile having un- 
glazed or uncoated surfaces burned to the 
natural color of the material used in 
forming the body. 


® Smooth finish tile may be used in the wall either with 
or without jjaint. The combed finish tile and the rough- 
ened finish tile may be used in the wall either with or with- 
out pairit, or they may be plastered. 
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Tentative Specif- cations for 
MORTAR FOR REINFORCED BRICK MASONRY ^ 



A.S.T.M. Designation: C 161 - 44 T 

Issued, 1941; Revised, 1944.^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 


Property Specieications 


1. id) These specifications cover mor- 
tar for use in the construction of rein- 
forced brick masonry structures. Two 
alternative specifications are covered, as 
follows: 

Property Specifications in which the 
acceptability of the mortar is based on 
the properties of the ingredients (ma- 
terials) and the properties (water re- 
tention and compressive strength) of 
the mortar mixture (Sections 2 to 7, in- 
clusive, and Section 10). 

Proportion Specifications in which the 
acceptability of the mortar is based on 
the properties of the ingredients (ma- 
terials) and a definite composition of the 
mortar consisting of fixed proportions of 
the ingredients (Sections 8 to 10, in- 
clusive). 

(b) The purchaser shall indicate under 
which of these specifications the mortar 
will be accepted, 

^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-12 on Mortars for Unit Masonry. 

2 Revision accepted by the Society at annual meeting, 
June, 1944. 


Materials 

2. (a) Materials used as ingredients in 
the mortar shall conform to the require- 
ments specified in the following Para- 
graphs (b) to (h): 

(b) CementUiotiS Materials. — Cementi- 
tious materials shall conform to one of 
the following specifications of the Ameri- 
can Society for Testing Materials, as 
specified: 

Portland Cement . — Type I or type 
III of the Standard Specifications for 
Portland Cement (A.S.T.M. Desig- 
nation: C 150).® 

Masonry Cement . — Tentative Speci- 
fications for Masonry Cement 
(A.S.T.M. Designation: C 91).® 

Qui cklime . — S tandard Specifications 
for Quicklime for Structural Purposes 
(A.S.T.M. Designation: C 5).® 

Hydrated Tm^.—Tentative Speci- 
fications for Normal Finishing Hy- 
drated Lime (A.S.T.M. Designation: 
C 6).® 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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^ (c) A'ggregaies— Aggregates shall con- 
form to the Standard Specifications for 
Aggregate for Masonry Mortar 
(A.S.T.M. Designation: C 144).® 

(d) Wakr, —Water shall be clean and 
free of deleterious amounts of acids, 
alkalies, or organic materials. 

(e) Admixtures. — Integral waterproof- 
ing compounds, accelerators, or other 
admixtures not definitely mentioned in 
the specifications shall not be used in 
mortar for use in reinforced brick 
masonry without approval in writing 
from the purchaser. 

(/) Mortar Colors. — Only pure mineral 
mortar colors shall be used. The brand 
and quality of such coloring, and the 
amount to be used shall, unless definitely 
stif3ulated in the specifications, be ap- 
proved in writing by the purchaser. 

(g) Anti-freese Compounds. — No anti- 
freeze liquid, salts or other substances 
shall be used in the mortar to lower the 
freezing point. 

{h) Storage of Materials. — Cementi- 
tious materials and aggregates shall be 
stored in such a manner as to prevent 
deterioration or intrusion of foreign 
material. Any material that has become 
unsuitable for good construction shall 
not be used. 

Mortar and Grout 

3. (a) Mortar shall consist of a mixture 
of cementitious material and aggregate 
conforming to the requirements specified 
in Section 2, to which sufficient water has 
been added to bring the mixture to a 
plastic state. The volume of aggregate 
in mortar shall be at least 2.4 times but 
not more than 3 times the volume of 
cementitious materials. 

(b) Grout shall consist of mortar into 
which sufficient additional water has 
been incorporated to cause the mixture 
to flow readily. 


Water Retention 

4. Mortar and grout after suction for 
60 sec. shall have a flow greater than 
65 per cent of the flow immediately 
after mixing. 

Compressive Strength 

5. The average compressive strength 
of three 2-in. cubes of mortar or grout 
(before thinning) shall be not less than 
1600 psi. at the age of 7 days and 2500 
psi. at the age of 28 days. 

Sampling 

6. Water retention and compressive 
strength of mortar shall be determined 
on mortar mixed in the laboratory of 
similar ingredients to those used in the 
construction. The proportions, except 
water, shall be the same as those that 
will be used in the mortar as mixed on 
the job. 

Methods of Testing 

7. Water retentivity and compressive 
strength of mortar shall be determined 
in accordance with the test procedures 
described in the Tentative Specifications 
for Masonry Cement. (A.S.T.M. Desig- 
nation: C 91),® with the exception that 
the mortar sample mixed in the labora- 
tory shall be made using the same pro- 
portions (except water), and the same 
ingredients (cementitious materials and 
aggregate) that will be used for the 
mortar in the construction. 

Proportion Specifications 

Materials 

8. Materials used as ingredients in 
the mortar shall conform to the require- 
ments of Section 2 and, in addition, to 
the following requirements: 

(a) Masonry Cement. — The average 
compressive strength of not less than 
three 2-in. mortar cubes, molded and 
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tested in accordance with the procedure 
described in the Tentative Specifications 
for Masonry Cement (A.S.T.M. Design 
nation: C 91),^ shall be not less than 
2500 psi. at 28 days. 

Q)) Hydrated Lime , — ^Hydrated lime 
shall conform to either of the two 
following requirements: 

(1) The total free (unhydrated) 
calcium oxide (CaO) and magnesium 
oxide (MgO) shall be not more than 
8 per cent by weight (calculated on 
the as-received basis for hydrates). 

(2) When the hydrated lime is 
mixed with portland cement in the 
proportion specified in Section 9 (a), 
the mixture shall give an autoclave 
expansion of not more than 0.50 per 
cent when tested in accordance with 
the Standard Method of Test for 
Autoclave Expansion of Portland Ce- 
ment (A.S.T.M. Designation: C 151).^ 
Hydrated lime intended for use when 

mixed dry with other mortar ingredi- 
ents shall have a plasticity figure of not 
less than 200 when tested 15 min. after 
adding water. The test otherwise shall 
be made in accordance with Sections 
7 to 10; inclusive, of the Tentative 
Methods of Physical Testing of Quick- 
lime and Hydrated Lime (A.S.T.M. 
Designation: C 110).® 

(^) Lime Putty , — ^Lime putty made 
from either quicklime or hydrated lime 
shall be soaked for a period sufficient 
to produce a plasticity figure of not less 
than 200 and shall conform to either 
the requirements for limitation on total 
free oxides of calcium and magnesium 
or the autoclave test specified for 
hydrated lime in Paragraph (6). 


Mortar and Grout 

9. {a) Mortar shall consist of a mixture 
of cementitious materials and aggregate 
conforming to' the requirements specified 
in Section 8, mixed in one of the follow- 
ing proportions to which sufficient water 
has been added to reduce the mixture to 
a plastic state: 


MORTAR PROPORTIONS BY WEIGHT 


Cement 

Hydrated 

Lime 

Aggre- 
gate, Dry 

1 bag Portland cement 

10 Ib. j 

240 1b. 
240 1b. 

1 bag masonry cement. 


MORTAR PROPORTIONS BY VOLUME 

j 

Cement 

Hydrated 
Lime or j 
Lime Putty 

Aggregate, 
Damp 
and Loose 

1 cu. ft. Portland cement 

0.25 cu. ft. 

3 cu. ft. 

3 cu. ft. 

1 cu. ft. masonry cement 



Note. — V olume proportions shall be based on 
the following weights per cubic foot: 

Weight, lb. per cu. ft. 

Portland cement 94 

Masonry cement weight printed on bag 

Hydrated lime .40 

Sand, damp and loose . 1 cu. ft. contains SO lb. of dry sand 

General Provisions Applicable to 
B OTH Spe cieic ations 
Costs of Tests 

10. Unless otherwise specified in the 
purchase order, the costs of tests shall 
be borne as follows: 

(a) If the results of the tests show that 
the mortar does not conform to the re- 
quirements of these specifications, the 
costs shall be borne by the seller. 

{h) If the results of the tests show that 
the mortar does conform to the require- 
ments of these specifications, the costs 
shall be borne by the purchaser. 



Tentative Specifications for 

85 PER CENT MAGNESIA THERMAL INSULATING CEMENT^ 



A.S.T.M. Designation: C 193 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover 85 per 
cent magnesia thermal insuiation in the 
form of dry cement or plaster, intended 
to be mixed with a suitable proportion 
of water (as recommended by the manu- 
facturer), applied as a plastic mass, and 
dried in place, for use as insulation on 
surfaces operating at temperatures be- 
tween 200 and 600 F. 

Composition 

2. The cement shall conform to the 
following requirements as to compo- 
sition on the moisture-free basis: 

Basic hydrated magnesium carbonate, min., 

per cent by weight. 85 

Asbestos fiber, min., per cent by weight 10 

Physical Properties 

3. The cement shall conform to the 
following requirements as to physical 
properties: 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee C-16 on Thermal Insulating Materials, 

2 Prior to publication as tentative, these specifications 
were published as Emergency Specifications ES-S from 
1942 to 1944. 


Bulk density, cu. ft. 

per 1001b within plus or minus 10 

per cent of manufacturers 
published value 


Dry covering capac- 
ity, min., bd. ft. 
per 1001b. of dry 

cement. 50 

Volume change 

(shrinkage) upon 
drying, max., per 

cent 35 


Thermal coridiictiv- 
ity, max., Btu. 
in. per sq. ft. per 
hr. per deg. 
Fahr. : 

At mean tempera- 


ture of 200 F 0.70« 

At mean tempera- 
ture of 300 F 0.80® 


® Read from the conductivity - mean temperature 
curve. 

Sampling and Mixing 

4. The cement shall be sampled and 
mixed, for purpose of tests, in accordance 
with the Standard Methods of Sampling 
and Mixing Thermal Insulating Cement 
(A.S.T.M. Designation: C 163),^ 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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accordance with the following methods 
of the American Society for Testing 
Materials (except as specified in Para- 
graph (a)): ^ 

(a) Composition . — Federal Specifica- 
tion for Magnesia; Block, Cement, and 
Pipe-Covering (Molded) (HH-M-61a, 
April 18, 1945), Sections F-3a to F-3i. 

(b) Bulk Density . — Standard Method 
of Test for Bulk Density of Thermal In- 
sulating Cement (A.S.T.M. Designa- 
tion: C 164) A 

{c) Dry Covering Capacity . — Standard 
Methods of Test for Covering Capacity 
and Volume Change Upon Drying of 
Thermal Insulating Cement (A.S.T.M. 
Designation : C 1 66) 

{d) Volume Change Upon Drying . — 
Standard Methods of Test for Covering 
Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement 
(A.S.T.M. Designation: C 166).^ 

(e) Thermal Conductivity . — Standard 
Method of Test for Thermal Conductiv- 
ity of Materials by Means of the 
Guarded Hot Plate (A.S.T.M. Designa- 
tion: C 177),® except that the test speci- 
mens shall be prepared as follows: 

Test specimens shall be molded in a 
mold of suitable size and shape for the 
guarded hot plate to be used, and 1| in. 
in depth. The cement shall be mixed 
with water in accordance with the 
Standard Methods of Sampling and Mix- 
ing Thermal Insulating Cement (A.S. 
T.M. Designation: C 163).® The mold 
shall be placed in a horizontal position 
on a piece of plate glass 14 or 15 in. 
square. The mixed cement shall, be 
placed in the mold, the top surface of the 
cement troweled smooth, and a sheet of 


ordinary writing paper placed on top of 
the cement. A steel plate 14 or 15 in. 
square by | in. in thickness, having nine 
equally spaced holes in. in diameter 
in the central area 10 in. in diameter, 
shall be placed on top of the mold and a 
pointed pin used to puncture the paper 
immediately under the i^-in. holes in 
the steel plate. This entire assembly 
shall be then inverted and the glass plate 
removed, the surface of the cement 
troweled smooth and flush with the top 
of the mold, and the mold then carefully 
removed. The perforated plate with 
the molded cement shall be placed on an 
open shelf of an oven having a volume 
at least 50 times that of the specimens 
to be dried. The oven chamber shall be 
adequately vented in such a manner as 
to ensure complete circulation of the 
atmosphere of the entire oven chamber, 
preferably by fan or other forced circu- 
lation method.^ The test specimens shall 
remain in the oven for at least 48 hr. at a 
temperature of 225 dtz 25 F. Upon re- 
moval from the oven, the surfaces of the 
specimens shall be made plane and paral- 
lel by cutting, sandpapering, or rubbing, 
or by a combination of these methods. 
The lateral dimensions of the specimens 
shall be governed by the size of the 
guarded hot plate apparatus. 

Rejection 

6. The cement may be rejected if it 
fails to conform to any of the require- 
ments of these specifications. In case 
of dispute, a demand for a retest shall be 
granted. 


4 This sentence was added editorially in June, 1945. 



Tentative SpeciJicatio?is for 
ASBESTOS THERMAL INSULATING CEMENT ^ 



A.S.T.M. Designation: C 194 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover thermal 
insulating material composed of asbestos 
fiber, in the form, of dry cement or plaster, 
which, when mixed with a suitable pro- 
portion of water (as recommended by 
the manufacturer), applied as a plastic 
mass, and dried in place, affords sub- 
stantial resistance to heat transmission 
on surfaces operating at temperatures 
between 140 and 1000 F. 

Composition 

2. The cement shall be composed 
of grade 7 or longer asbestos fiber, as 
defined by the Quebec Asbestos Pro- 
ducers’ Association, with a suitable 
proportion of heat-resistant binder. 

Physical Properties 

3. The cement shall conform to the 
following requirements as to physical 
properties: 

Bulk density, cu. ft. 

per 100 lb within plus or minus 10 

per cent of manufacturer’s 
published value 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee C46 on Thermal Insulating Materials. 

2 Prior to publication as tentative, these specifications 
were published as Emergency Specifications ES- 9 from 
1942 to 1944. 


Dry covering capac- 
ity, min., bd. ft. 
per 100 lb. of dry 
cement 

IS 

Volume change 

(shrinkage) upon 
drying, max., per 
cent 

40 

Thermal conductiv- 
ity, max., Btu. 
in. per sq. ft. per 
hr. per deg. 

Fahr. : 

At mean tempera- 
ture of 200 F 

L30« 

At mean tempera- 
ture of 500 F 

1.60« 

At mean tempera- 
ture of 700 F 

1.80« 


® Read from the conductivity - mean temperature 
curve 

Sampling and Mixing 

4. The cement shall be sampled and 
mixed, for purpose of tests, in accordance 
with the Standard Methods of Sampling 
and Mixing Thermal Insulating Cement 
(A.S.T.M. Designation: C 163).^ 

Methods of Testing 

5. The properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 


* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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of the American Society for Testing 
Materials: 

(a) Bulk Density . — Standard Method 
of Test for Bulk Density of Thermal 
Insulating Cement (A.S.T.M. Designa- 
tion: C' 164).^ 

(5) Dry Covering CapuciiyK — Standard 
Methods of Test for Covering Capacity 
and Volume Change Upon Drying of 
Thermal Insulating Cement (A.S.T.M. 
D esignation : C 1 66) 

(c) Volume Change Upon Drying . — 
Standard Methods of Test for Covering 
Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement 
(A.S.T.M. Designation: C 166).^ 

(d) Thermal Conductivity. — Standard 
Method of Test for Thermal Conductiv- 
ity of Materials by Means of the 
Guarded Hot Plate (A.S.T.M. Designa- 
tion: C 177)/ except that the test 
specimens shall be prepared as follows: 

Test specimens shall be molded in a 
mold of suitable size and shape for the 
guarded hot plate to be used, and 1| 
in. in depth. The cement shall be mixed 
with water in accordance with the Stand- 
ard Methods of Sampling and Mixing 
Thermal Insulating Cement (A.S.T.M. 
Designation: C 163).^ The mold shall 
be placed in a horizontal position on a 
piece of plate glass 14 or 15 in. square. 
The mixed cement shall be placed in the 
mold, the top surface of the cement 
troweled smooth, and a sheet of ordinary 
writing paper placed on top of the 
cement. A steel plate 14 or 15 in. square 
by I in, in thickness, having nine equally 


spaced holes in. in diameter in the 
central area 10 in. in diameter, shall be 
placed on top of the mold and a pointed 
pin used to puncture the paper immedi- 
ately under the i^-in. holes in the steel 
plate. This entire assembly shall be 
then inverted and the glass plate re- 
moved, the surface of the cement 
troweled smooth and flush with the top 
of the mold, and the mold then carefully 
removed. The perforated plate with the 
molded cement shall be placed on an 
open shelf of an oven having a volume at 
least 50 times that of the specimens to 
be dried. The oven chamber shall be 
adequately vented in such a manner as 
to ensure complete circulation of the at- 
mosphere of the entire oven chamber, 
preferably by fan or other forced circula- 
tion method.'^ The test specimens shall 
remain in the oven for at least 48 hr. at a 
temperature of 225 rb 25 F. Upon 
removal from the oven, the surfaces of 
the specimens shall be made plane and 
parallel by cutting, sandpapering, or 
rubbing, or by a combination of these 
methods. The lateral dimensions of the 
specimens shall be governed by the size 
of the guarded hot plate apparatus. 

Rejection 

6. The cement may be rejected if it 
fails to conform to any of the require- 
ments of these specifications. In case of 
dispute, a demand for a retest shall be 
granted. 

^ This sentence was added editorially in June, 1945. 


Tentative Speciji cations for 
MINERAL WOOL THERMAL INSULATING CEMENT ^ 



A.S.T.M. Designation: C 195 - 45 T 

Issued, 1944; Revised, 1945.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover thermal 
insulating material composed predomi- 
nantly of mineral wool, in the form of dry 
cement or piaster, which, when mixed 
with a suitable proportion of water (as 
recommended by the manufacturer), ap- 
plied as a plastic mass, and dried in place, 
affords substantial resistance to heat 
transmission on surfaces operating at 
temperatures between 140 and 1800 F. 

Physical Properties 

2, The cement shall conform to the 
following requirements as to physical 
properties: 

Bulk density, cu. ft. 

per 100 lb within plus or minus 10 

per cent of manufacturer's 
published value 

Dry covering capac- 
ity, min., bd. ft. 
per 100 lb. of dry 

cement 45 

Volume change 

(shrinkage) upon 

drying, max., per ^ 

1 Uader the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S, 
T.M. Committee C-16 on Thermal Insulating Materials. 

® Revision accepted by Committee E-10 on Standards, 
June 27, 1945. , . . , . 

Prior to publication as tentative, these specmcauons 
were published as Emergency Specifications ES - 10 from 
1942 to 1944. 


Thermal conductiv- 
ity, max., Btu. 
in. per sq. ft. per 
hr. per deg. 
Fahr. : 

At mean tempera- 


ture of 200 F .. 0.70® 

At mean tempera- 
ture of 500 F 0.90® 

At mean tempera- 
ture of 700 F 1.00« 

Adhesion to steel, 

min., psi 3.0 


® Read from the conductivity - mean temperature 
curve. 

Sampling and Mixing 

3. The cement shall be sampled and 
mixed, for purpose of tests, in accordance 
with the Standard Methods of Sampling 
and Mixing Thermal Insulating Cement 
(A.S.T.M. Designation: C 163).^ 

Methods of Testing 

4. The properties enumerated in these 
specifications shall be deternimed in 
accordance with the following methods 
of the American Society for Testing 
Materials: 

{a) Bulk Density Method 
of Test for Bulk Density of Thermal In- 


» Appears in this publication, see Contents in NussaeriQ 
Sequence of A.S.T.M. Designations at front of book, 
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sulating Cement (A.S.T.M. Designation: 
C164).3 . 

(b) Dry Covering Capacity,— St 2 Lr\d- 
aid Methods of Test for Covering 
Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement 
(A.S.T.M. Designation: C 166).^ 

(c) Volume Change Upon Drying , — 
Standard Methods of Test for Covering 
Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement 
(A.S.T.M. Designation: C 166).® 

{d) Thermal Condiictmty.—~SizxidzxdL 
Method of Test for Thermal Conductiv- 
ity of Materials by Means of the 
Guarded Hot Plate (A.S.T.M. Designa- 
tion: C 177),® except that the test speci- 
mens shall be prepared as follows: 

Test specimens shall be molded in a 
mold of suitable size and shape for the 
guarded hot plate to be used, and 1 | 
in. in depth. The cement shall be mixed 
with water in accordance with A.S.T.M. 
Methods C 163. The mold shall be 
placed in a horizontal position on a piece 
of plate glass 14 or 15 in. square. The 
mixed cement shall be placed in the 
mold, the top surface of the cement 
troweled smooth, and a sheet of ordinary 
writing paper placed on top of the 
cement. A steel plate 14 or 15 in. 
square by | in. in thickness having nine 
equally spaced holes - 5 ^ in. in diameter 
in the central area 10 in. in diameter, 
shall be placed on top of the mold and a 
pointed pin used to puncture the paper 
immediately under the ^^-in. holes in 
the steer plate. This entire assembly 
shall be then inverted and the glass plate 
removed, the surface of the cement 
troweled smooth and flush with the top 
of the mold, and the mold then carefully 
removed. The perforated plate with the 
molded cement shall be placed on an 
open shelf of an oven having a volume at 
least SO times that of the specimens to 
be dried. The oven chamber shall be 


adequately vented in such a manner as 
to ensure complete circulation of the at- 
mosphere of the entire oven chamber, pre- 
ferably by fan or other forced circulation 
method. The test specimens shall remain 
in the oven for at least 48 hr. at a tem- 
perature of 225 25 F. Upon removal 

from the oven, the surfaces of the 
specimens shall be made plane and paral- 
lel by cutting, sandpapering, or rubbing, 
or by a combination of these methods. 
The lateral dimensions of the specimens 
shall be governed by the size of the 
guarded hot plate apparatus. 

{e) Adhesion to Steel. — Adhesion of the 
cement to steel plate shall be deter- 
mined in the following manner: 

The apparatus'^ shall consist of a steel 
plate and a steel ring, each 10 | in. in 
diameter and f in. in thickness, centered 
and held in parallel planes 2 in. apart by 
four studs set in the ring. The inside 
diameter of the steel ring shall be 6 J 
in. The material under test is held 
between the ring and the plate, A steel , 
disk with mill scale intact, 6 in. in 
diameter and f in. in thickness, shall be 
provided to complete the surface in the 
plane of the ring. 

The steel ring shall be laid on a flat, 
horizontal plate. The steel disk shall be 
laid in the opening of the ring, its center 
concentric with that of the ring. The 
continuous flat surface thus presented 
shall be covered with a 2 -in. thick 
troweled layer of the cement, mixed in 
accordance with A.S.T.M. Methods 
C 163. The ring, disk, supporting plate, 
and cement shall be dried to constant 
weight in an oven at 225 ± 25 F. The 
oven shah, have a volume at least 50 
times that of the specimens to be dried. 
The oven chamber shall be adequately 
vented in such a manner as to ensure 

* The requirements for the adhesion test apparatus are 
identical with those specified in Section F-3e of the Navy 
Department Specification for High-Temperature Insu- 
Mon Cement (32C14h, April 1, 1946). 
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complete circulation of the atmosphere 
of the entire oven, chamber, preferably 
by fan or other forced circulation 
method. The lOi-in. steel plate shall 
be secured in place by the four studs. 
Hooks shall be screwed into centered 
holes on the outside surface of plate and 
disk. A measured load shall be applied 
to the hook in the steel disk while the 
specimen is suspended from the hook in 
the steel plate. The load shall be in- 
creased until rupture of bond between 
the steel disk and the dried cement 
occurs. Adhesion to steel of the cement 


shall be expressed as pounds of load re- 
quired to cause mp|ure of bond, per 
square inch of face area of the test 
specimen. Three determinations shall 
be made on each sample of cement and 
the average value of the three deter- 
minations shall be used. 

Rejection 

5, The cement may be rejected if it 
fails to conform to any of the require- 
ments of these specifications. In case 
of dispute, a demand for a retest shall 
be granted. 



Tentative Specifications fior 

EXPANDED OR EXFOLIATED VERMICULITE THERMAL 
INSULATING CEMENTi 


A.S.T.M. Designation: C 196 - 44 T 

Issued, 1944; Revised, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted b 3 ^ the Societ}^ in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 



Scope 

1. These specifications cover thermal 
insuiating material composed predomi- 
nantly of expanded or exfoliated ver- 
miculite, in the form of dry cement or 
plaster, intended to be mixed with a 
suitable proportion of water (as recom- 
mended by the manufacturer), applied 
as a plastic mass, and dried in place, 
for use as insulation on surfaces operating 
at temperatures between 140 and 1800 F. 

Physical Properties 

2. The cement shall conform to the 
following requirements as to physical 
properties: 

Bulk density, cu. ft. 

per 1001b within plus or minus 10 

per cent of manufacturer’s 
published value 

Dry covering capac- 
ity, min., bd. ft. 
per 100 lb. of dry 

cement 60 


Volume change 

(shrinkage) upon 
drying, max., per 

cent 18 

Thermal conductiv- 
ity, max., Btu. 

in. per sq. ft. per ® 

hr. per deg. 

Fahr. : 

At mean tempera- 


ture of 200 F 0.95« 

i\t mean tempera- 
ture of 500 F 1.10“ 

At mean tempera- 
ture of 700 F.. ... . 1.20“ 

Adhesion to steel, 

min., psi 2.5 


® Read, from tlie conductivity - mean temperature 
curve. 

Sampling and Mixing 

3. The cement shall be sampled and 
mixed, for purpose of tests, in accordance 
with the Standard Methods of Sam- 
pling and Mixing Thermal Insulating 
Cement (A.S.T.M. Designation: C 163).^ 

Methods of Testing 


1 Under tlie standardization procedure of the Society, 4. The properties enumerated in these 

these specifications are under the jurisdiction of the A.S jt 

T.M. Committee C~16 on Thermal Insulating Materials 

2 Revision accepted by Committee E-10 on Standards 
August 28, 1944. 

Prior to publication as tentative, these specifications 
were published as Emergency Specifications ES - 11 from * Appears in this publication, see Contents in Numeric 

1942 to 3944. Sequence of A.S.T.M. Designations at front of book. 


specifications shall be determined in 
accordance with the following methods 
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of the American Society for Testing 

Materials: 

(a) Bulk Density, — Standard Method 
of Test for Bulk Density of Thermal 
Insulating Cement (A.S.T.M. Designa- 
tion: C 164) 

ih) Dry Covering Capacity. — Standard 
Methods of Test for Covering Capacity 
and Volume Change Upon Drying of 
Thermal Insulating Cement (A.S.T.M. 
Designation: C 166).® 

{c) Volume Change Upon Drying . — 
Standard Methods of Test for Covering 
Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement 
(A.S.T.M. Designation: C 166).® 

{d) Thermal Conductivity. — Standard 
Method of Test for Thermal Conduc- 
tivity of Materials by Means of the 
Guarded Hot Plate (A.S.T.M. Designa- 
tion: C 177),® except that the test speci- 
mens shall be prepared as follows: 

Test specimens shall be molded in a 
mold of suitable size and shape for the 
guarded hot plate to be used, and IJ in. 
in depth. The cement shall be mixed 
with water in accordance with A.S.T.M. 
Methods C 163. The mold shall be 
placed in a horizontal position on a 
piece of plate glass 14 or 15 in. square. 
The mixed cement shall be placed in the 
mold, the top surface of the cement 
troweled smooth, and a sheet of ordinary 
writing paper placed on top of the 
cement. A steel plate 14 or 15 in. 
square by | in. in thickness having nine 
equally spaced holes in. in diameter 
in the central area 10 in. in diameter, 
shall be placed on top of the mold and a 
pointed pin used to puncture the paper 
immediately under the i^-in. holes in 
the steel plate. This entire assembly 
shall be then inverted and the glass 
plate removed, the surface of the cement 
troweled smooth and flush with the top 
of the mold, and the mold then carefully 
removed. The perforated plate with 
the molded cement shall be placed on an 


open shelf of an oven having a volume 
at least 50 times that of the specimens 
to be dried. The oven chamber shall 
be adequately vented in such a manner 
as to ensure complete circulation of the 
atmosphere of the entire oven cliamber, 
preferably by fan r other forced circula- 
tion method.®® The test specimens shall 
remain in the oven for at least 48 hr. at 
a temperature of 225 dz 25 F. Upon 
removal from the oven, the surfaces of 
the specimens shall be made plane and 
parallel by cutting, sandpapering, or 
rubbing, or by a combination of these 
methods. The lateral dimensions of the 
specimens shall be governed by the size 
of the guarded hot plate apparatus. 

(e) Adhesion to Steel. — Adhesion of 
the cement to steel plate shall be deter- 
mined in the following manner: 

The apparatus'^ shall consist of a steel 
plate and a steel ring, each 10| in. in 
diameter and | in. in thickness, centered 
and held in parallel planes 2 in. apart by 
four studs set in the ring. The inside 
diameter of the steel ring shall be 6| in. 
The material under test is held between 
the ring and the plate. A steel disk with 
mill scale intact, 6 in. in diameter and | 
in. in thickness, shall be provided to 
complete the surface in the plane of the 
ring. 

The steel ring shall be laid on a flat, 
horizontal plate. The steel disk shall be 
laid in the opening of the ring, its center 
concentric with that of the ring. The 
continuous flat surface thus presented 
shall be covered with a" 2-in. thick 
troweled layer of the cement, mixed in 
accordance with A.S.T.M. Methods C 
163. The ring, disk, supporting plate, 
and cement shall be dried to constant 
weight in an oven at 225 db 25 F. The 
oven shall have a volume at least 50 


3*^ This sentence was added editorially in June, 1945. 

* The requirements for the adhesion test apparatus are 
identical with those specified in Section F-3e of the 
Navy Department Specification for High-Temperature 
Insulation Cement (32G14h, April 1, 1946). 
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times that of the specimens to be dried. 
The oven chamber shall be adequately 
vented in such a manner as to ensure 
complete circulation of the atmosphere 
of the entire oven chamber j preferably 
by fan or other forced circulation 
method.^" The lOJ-in. steel plate shall 
be secured in place by the four studs. 
Hooks shall be screwed into centered 
holes on the outside surface of plate 
and disk, A measured load shall be 
applied to the hook in the steel disk 
wdiile the specimen is suspended from 
the hook in the steel plate. The 
load shall be increased until rupture of 
bond between the steel disk and the 


dried cement occurs. x\dhesion to steel 
of the cement shall be expressed as 
pounds of load required to cause rupture 
of bond, per square inch of face area of 
the test specimen. Three determina- 
tions shall be made on each sample of 
cement and the average value of the 
three determinations shall be used. 

Rejection 

5. The cement may be rejected if it 
fails to conform to any of the require- 
ments of these specifications. In case 
of dispute, a demand for a retest shall be 
granted. 


’Tentative Specifications for 

DIx\TOMACEOUS SILICA THERMAL INSULATING CEMENT' 



A.S.T.M. Designation : C 197 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover thermal 
insulating material composed predom- 
inantly of diatoniaceous silica, in the 
form of dry cement or plaster, intended 
to be mixed with a suitable proportion 
of water (as recommended by the manu- 
facturer), applied as a plastic mass, and 
dried in place, for use as insulation on 
surfaces operating at temperatures be- 
tween 600 and 1900 F. 

Physical Properties 

2. The cement shall conform to the 
following requirements as to physical 
properties: 

Bulk density, cu. ft. 

per 100 lb within plus or minus 10 

per cent of manufacturer's 
published value 


Dry covering capac- 
ity, mill., bd. ft. 
per 100 Ib. of dry 

cement. . : 35 

Volume change 

(shrinkage) upon 
drying, max.,, per 

cent..... 30 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M, Committee C-16 on Thermal Insulating Materials. 

52 Prior to publication as tentative, these specifications 
were published as Emergency Specifications ES~12 and 
ES - 13 from 1942 to 1944, but were combined m 1944 and 
issued as tentative. 


Thermal conductiv- 
ity, max., Btu. 
in. per sq. ft. per 
hr. per deg. 
Fahr.: 

At mean tempera- 


ture of 200 F 0.80" 

At mean tempera- 
ture of 500 F 1.00" 

At mean tempera- 
ture of 700 F 1.10" 


"Read from the conductivity - mean temperature 
curve. 

Sampling and Mixing 

3. The cement shall be sampled and 
mixed, for purpose of tests, in accordance 
with the Standard Methods of Sampling 
and Mixing Thermal Insulating Cement 
(A.S.T.M. Designation: C 163).^ 

Methods of Testing 

4. The properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
the xAmerican Society for Testing 
Materials: 

{a) Bulk Density . — Standard Method 
of Test for Bulk Density of Thermal 
Insulating Cement (xA.S.T.M, Designa- 
tion: C 164).^ 


3 Appears in this publication, see Contents in N uraeric 
Sequence of A.S.T.M. Designations at front of book. 
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(b) Dry Covering Capacity. —Stevadduvd 
Methods of Test for Covering Capacity 
and Volume Change Upon Diydng of 
Thermal Insulating Cement (A.S.T.M. 
Designation: C 166)A 

(c) Yohnne Change Upon Drying . — 
Standard Methods of Test for Covering 
Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement 
(A.S.T.M. Designation: C 166).® 

(d) Thermal Conductivity. -"Stscaddcrd 
Method of Test for Thermal Conductiv- 
ity of Materials by Means of the 
Guarded Hot Plate (A.S.T.M. Designa- 
tion: C 177),® except that the test speci- 
mens shall be prepared as follows: 

Test specimens shall be molded in a 
mold of suitable size and shape for the 
guarded hot plate to be used, and in. 
in depth. The cement shall be mixed 
with water in accordance with the 
Standard Methods of Sampling and Mix- 
ing Thermal Insulating Cement (A.S. 
T.M. Designation: C 163).® The mold 
shall be placed in a horizontal position 
on a piece of plate glass 14 or 15 in, 
square. The mixed cement shall be 
placed in the mold, the top surface of the 
cement troweled smooth, and a sheet of 
ordinary writing paper placed on top of 
the cement. A steel plate 14 or 15 in. 
square by I- in. in thickness, having nine 
equally spaced holes in. in diameter in 
the central area 10 in, in diameter, shall 
be placed on top of the mold and a 


pointed pin used to puncture the paper 
immediately under the rcr-in. holes in the 
steel plate. This entire assembly shall 
be then inverted and the glass plate re- 
moved, the surface of the cement 
troweled smooth and flush with the top 
of the mold, and the mold then carefully 
removed. The perforated plate with 
the molded cement shall be placed on an 
open shelf of an oven having a volume 
at least 50 times that of the specimens 
to be dried. The oven chamber shall be 
adequately vented in such a manner as 
to ensure complete circulation of the at- 
mosphere of the entire oven chamber, 
preferably by fan or other forced circula- 
tion method.^ The test specimens shall 
remain in the oven for at least 48 hr. at a 
temperature of 225 rh 25 F. Upon 
removal from the oven, the surfaces of 
the specimens shall be made plane and 
parallel by cutting, sandpapering, or 
rubbing, or by a combination of these 
methods. The lateral dimensions of the 
specimens shall be governed by the size 
of the guarded hot plate apparatus. 

Rejection 

5. The cement may be rejected if it 
fails to conform to any of the require- 
ments of these specifications. In case 
of dispute, a demand for a retest shall be 
granted. 


4 This sentence was added editorially in June, 1945. 



Tentative Specifications fior 

STRUCTURAL INSULATING BOARD MADE FROM 
VEGETABLE FIBERS^ 



A.S.T.M. Designation: C 208 “46 T 
Issued, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover struc- 
tural insulating board made principally 
from wood, cane, or other vegetable 
fibers. Five classes of board are 
covered, as follows : 

Class A. — Building board. 

Class B. — Insulating plaster lath. 
Class C. — Roof insulation board. 
Class D. — Interior boards (factory 
finished). 

Class D(l). — Interior finish board. 
Class I) (<^). —Panels (or tileboard). 
Class D(5).— Plank. 

Class E. — Sheathing. 

Definition 

2. Structural insulating board is a 
preformed, rigid, fibrous insulating mate- 
rial used principally in building con- 
struction. 

Manufacture 

3. (a) Composition, — Boards shall be 
manufectured principally from wood, 
cane, or other vegetable fiber, by a 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee C-16 on Thermal Insulating Materials. 

2 Accepted by the Society at annual meeting, June, 
1946. 


felting or molding process, suitable 
sizing material being incorporated in the 
product to render it water-resistant. 

(h) Lamination , — The finished board 
may be either single-ply or multiple-ply. 
When multiple-ply boards f in. or less 
in thickness are supplied, a suitable ad- 
hesive shall be used to join the plies. 
Multijfie-ply boards 1 in. and over in 
thickness shall be stapled, stitched, or 
thoroughly cemented, as specified by the 
purchaser. 

Physical Properties 

4. Structural insulating board shall 
have the limiting property values shown 
in Table I when tested in accordance with 
Tentative Methods of Testing Structural 
Insulating Board Made From Vegetable 
Fibers (A.S.T.M. Designation: C 209).® 

Dimensions 

5. The dimensions shall conform to 
those given in U. S. Department of Coni- 
merce Simplified Practice Recommenda- 
tion R1 79-42 for Structural Insulating 
Board, or the latest subsequent issue.; 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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■TABLE I.-PHYSICAL REQUIREMENTS OF STRUCTURAL INSULATING BOARD MADE FROM 

VEGETABLE FIBERS. 



Thick- 

Class 


ness, in. 

A 

B 

C 

D 

E 

Thermal conductivity, max., Btu. in.per sq. ft. per hr. 




0.'38 



per deg. Fahr. at mean temperature of 75 F. 


0.38 

0.38 

0.38 

0.40 

f 


12 

12 

7 

10 


Transverse load® without rupture, either direction, 

% 

18 


14* ' 

IS 


min., lb. j 

1 

24 

24 

20 





21 



1 

2 



28 




Vi 

0.25 

0.25 

0.25 

0.15 

0.25 ■ 


% 

0.19 



0.11 

0.19^ 

Deflection at breaking load,^ min., in • 

1 

0.12 

0.12 

6.12 

0.075 

0.12 

m 



0.09 




2 



0.06 




3^ 

0.85 

0.85 

1.25 

1.00 

0.75, 


% 

0.65 



0.75 

0.56^^ 

Deflection at specified miniraum load,^ max., in, . .• 

1 

0.42 

6^2 

0.62 

0.50 

0.37 

m 



0.46 




2 



0.31 



Tensile strength parallel to surface, min., psi.'^ 

Tensile strength perpendicular to surface, min., lb* 


150 

150 

100 

150 

150 

per sq. ft 


600 

j 600 

600 

600 

600 

Water absorption by volume, max., per cent 


7 

7 

10 

10 

10 

Linear expansion, max., per cent — 




H 


y2 


® No transverse strength requirement shall apply where board dimensions will not permit specimens 15 in. or more 
in either direction. Where dimension is 15 in. or more in one direction, transverse requirement shall apply to that di- 
rection only. 

^ No deflection requirements shall apply where board dimension will not permit specimens IS in. or more in either 
direction. Where board dimension is 15 in. or more in one direction, the deflection requirement shall apply to that di- 
rection only. 

^ Tensile strength requirements parallel to surface shall be applicable only on thicknesses up to and including 1 in. 

^ These values applicable also to i|-in. sheathing. 


TABLE II.— SURFACE AND EDGE FINISHES. 


Class 

Type of Board 

Surface Finish 

Edge Finish 

A 

. . Building board 

Natural 

Square 

B 

. , Insulating plaster lath 

Natural 

Short edges square or fabri- 
cated; long edges fabricated 

C 

D 

, . Roof insulation board 

. . Interior boards (factory finished) 

Natural 

Square or shiplapped 

D(l) 

. . Interior finish board 

Factory surfaced or smooth 
or textured 

Square 

D(2) 

. . Panels (or tileboard) 

Factory surfaced or smooth 
or textured 

Fabricated 

D(3) 

. . Plank i 

Factory surfaced or smooth 
or textured 

Long edges fabricated; short 
edges square 

E 

. . Sheathing 

Natural or factory surfaced 

All edges square or short edges 
square and long edges fabri- 
cated 



SPEcmcATioNS POR Structural Insulating Board (C 208 46 T) 1355 


# 

2 


Dimensional ' Tolerances 

6. (a) Length and Width , — The toler- 
ances for the length and width of board 
shall be plus zero and minus ^ in. 
per ft., but the total tolerance shall not 
exceed plus zero and minus f in. 

(b) Thickness , — The tolerances for the 
thickness of board shall be as follows: 


Thickness, in. Tolerances, plus or minus, 

per cent 

i 10 

fandfl 8 

1 7 

6 

2 5 


Workmanship and Finish 

7. (a) The surface of all boards shall 
be free from cracks, lumps, excessive de- 
parture from planeness, or other defects. 


(5) Surface Fmish—The surface 
finishes of board shall be as specified' in 
Table 11. 

(c) Edge Finish , — The edge finishes 
of board shall be as specified in Table II. 

Rejection 

8. Any rejection shall be based upon 
failure to conform to the requirements of 
these specifications and shall be reported 
to the seller within 10 w^orking ia.ys from 
the receipt of the shipment by the pur- 
chaser. The notice of rejection shall 
contain a specific statement of the re- 
spects in which the boards have failed 
to conform to the requirements of these 
specifications. 




Tentative Method of Test for 

FLEXURAL STRENGTH OF PREFORMED BLOCK TYPE 
THERMAL INSULATION' 



A.S.T.M. Designation: C 203 -45 T 

Issued, 1945.^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

] . This method of test covers the 
procedure for detennining the flexural 
strength of preformed block type thermal 
msulation. 

Note. — ^This method is not applicable to 
certain types of thermal insulation. 

Apparatus 

2. The apparatus shall consist of the 
following: , 

{a) Testing Machine . — Any form of 
standard testing machine capable of 
applying and measuring the required 
load within an accuracy of plus or minus 
2 per cent. 

(6) Bearing Edges . — Cylindrical bear- 
ing edges IJ ih i in. in diameter. The 
bearing cylinders shall be straight and 
shall be self-aligning so as to maintain 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A,S.T.M. 
Committee C-16 on Thermal Insulating Materials. 

2 Accepted by Committee E-10 on Standards, June 27, 
1945, 

This method formerly comprised a portion of the 
Tentative Methods of Test for Compressive Strength and 
Flexural Strength of Preformed Block Type Thermal In- 
sulating Materials (C 165 -41 T), but was withdrawn from 
Methods C 165 in 1945 and issued under the A.S.T.M. serial 
designation: C 203. 


full contact with the specimen through- 
out the test. They shall have a length 
at least equal to the width of the 
specimen. 

Note. — The apparatus shown in Fig. 2 of 
the Standard Methods of Test for Cold Crush- 
ing Strength and Modulus of Rupture of Re- 
fractory Brick and Shapes (A.S.T.M. Designa- 
tion : C 133)® is an acceptable form but of shorter 
span than is specified in Section 4 {h) of this 
method. 

Test Specimens 

3. (a) The test specimens shall be 
preferably 6 in., but in no case less than 
3 in., in width and shall be approxi- 
mately 12 in. in length. 

Note. — If the test specimen is cut to obtain 
a narrower width than as-received, the cut shall 
be made lengthwise of the block. When com- 
parative tests are to be made on preformed ma- 
terials, all specimens shall be of the same thick- 
ness, preferably 1§ in. 

(b) The specimens shall be cut from 
larger blocks or irregular shapes in such a 
manner as to preserve as many of the 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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original surfaces as possible. Only one 
specimen shall be cut from a single block 
or shape. The bearing faces of the test 
specimens shall be approximately parallel 
planes. Where the original surfaces of’ 
the block are substantially plane and 
parallel^ no special preparation of the 
surfaces will usually be necessary. In 
preparing specimens from pieces of 
irregular shape, any means such as a 
band saw, or any method involving the 
use of abrasives such as a high-speed 
abrasion wheel or a rubbing bed, that 
will produce a specimen with approxi- 
mately plane and parallel faces without 
weakening the structure of the specimen 
may be used. 

(c) The test specimens shall be dried 
in a vented oven for not less than 16 hr. 
at 225 ± 25 F. 

Procedure 

4. (a) At least four specimens shall be 
tested. 

(b) The bearing edges shall be placed 
so as to provide a span of 10 in. A test 
specimen shall be placed flatwise on the 
bearing edges and the load applied at 
mid-span, across the width and per- 
pendicular to the top face of the 
specimen. 


(c) The speed of the moving head of 
the testing machine, during the applica- 
tion of the load, shall be not more than 
0.5 in. per min., or the rate of loading 
shall be not more than 500 lb. per min. 

(d) -The load shall be applied until 
definite failure occurs, and the maximum 
load in pounds as indicated by the testing ' 
equipment shall be recorded. 


Calculation 

’ 5. The flexural strength shall be cal- 
culated as follows: 


R - 


3 Wl 

2bd^ 


where: 

R = flexural strength in pounds per 
square inch, 

W == load in pounds at which the 
specimen failed, 

I = distance between the supports 
in inches, 

b = width of the specimen in inches, 
and 

d == thickness of the specimen in 
inches. 


Report 

6. The average value of the flexural 
strength in pounds per square inch shall 
be reported. 



Tentative Methods of 

TESTING STRUCTURAL INSULATING BOARD 
MADE FROM VEGETABLE FIBERS^ 



A.S.T.M, Designation : C 209 - 46 T 

Issued, 1946.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These methods cover procedures 
for testing the following properties 
of structural insulating board made 
principally from wood, cane, or other 
vegetable fibers. The methods appear 
in the following order: 


Sections 

Thermal Conductivity 5 

Transverse Strength. 6 to 9 

Deflection at Specified Minimum Load . . 10 

Deflection at Breaking Load — 10 

Tensile Strength Parallel to Surface. . . 11 to 14 
Tensile Strength Perpendicular to 

Surface — 15 to 18 

Water Absorption 19 to 22 

Linear Expansion. 23 to 26 


Description of Terms 

2. The terms board, sample, and speci- 
men as used in these methods are de- 
scribed as folows: 

Boards refers to the material as 
received. 

(5) Sample^ refers to the 24 by 48-in. 
piece cut from a board. 

(c) Test Specimen, refers to the test 
piece cut from a sample. 


Sampling 

3. (a) Selection of Boards, — Boards 
shall be selected at random so as to give 
a fair representation of the entire ship- 
ment. The number of boards to be 
selected for test shall be as follows: 

(1) LCL Shipments. — 0.5 per cent 
of number of boards in shipment, but 
not less than three nor more than five 
boards of any shipment. 

(2) Carload Shipments. — Five 
boards. 

(3) More than One Car or Carrier 
Load.—YivQ boards from each car or 
carrier load. 

(6) Size of Sample. — From each board 
a sample 24 by 48 in. shall be cut. 
When possible, the larger dimension of 
the sample shall be crosswise of the longer 
dimension of the board as it is usually 
obtained. W^hen the individual boards 
are less than 24 by 48 in. in size, enough 
material shall be taken to give the 
equivalent area. 

Test Conditions 

4. Tests for tensile strength, trans- 

2 Accepted by the Society at annual meeting* June, 
.■ 1946 . . , , 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M, 
Committee C-1 6 on Thermal Insulating Materials. 
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verse breaking load, and deflection shall 
be made under prevailing atmospheric 
conditions except in the case of dispute. 
These tests shall then be made on sam- ■ 
pies conditioned until equilibrium is 
obtained® at a relative humidity of 50 
per cent and a temperature of 70 to 75 F. 

Thermal Conductivity 
Procedure 

5. Thermal conductivity shall be de- 
termined in accordance with the Stand- 
ard Method of Test for Thermal Con- 
ductivity of Materials by Means of the 
Guarded Hot Plate (A.S.T.M. Desig- 
nation: C 177).^ 

Transverse Strength 
Apparatus 

6. The apparatus shall consist of the 
following: 

(a) Testing Machine, — Any standard 
mechanical or hydraulic testing machine 
capable of applying and measuring the 
required load within an accuracy of plus 
or minus 2 per cent may be used. 

{h) Bearing Edges, — ^The bearing 
edges shall be rounded to a radius of f 
in. to prevent injury to the specimen. 
The bearing edges shall be straight and 
shall be self-aligning so as to maintain 
full contact with the specimen through- 
out the test. 

Test Specimen 

7. Test specimens shall be 3 by 15 in. 
Three specimens from the long direction 
of each board and three at right angles 
thereto shall be tested. 

Procedure 

8. The transverse load shall be deter- 
mined by placing the specimen on hori- 
zontal bearing edges 12 in. apart and 
applying the load at mid-span on a bear- 
ing parallel to the end supports, so that 

3 Normally, equilibriimi should be obtained in 24 hr. 
or less, , 

4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


the head of the testing machine through 
which the load is applied moves at a rate 
of 12 d= 2 in. per min. until definite 

failure occurs. 

Caiculatioii and Report 

9. The transverse load shall be re- 
corded as the maximum load reached 
during the test. The average transverse 
load in each direction for a sample shall 
be the average of three specimens taken 
from that direction. The total average 
transverse load in each direction shall 
be the average of all specimens in that 
direction for all samples. 

Deflection Tests 

Procedure 

10. {d) Deflection at Specijied Mini- 
mum Load. — The deflection in inches 
shall be determined at the time each 
specimen is subjected to the minimum 
transverse load. 

Q)) Deflection at Breaking Load. — The 
deflection in inches shall be determined 
at the time the breaking load is attained. 
The total average of the deflection shall 
be obtained for each direction of the 
samples. 

Tensile Strength Parallel 
TO Surface 

Apparatus 

11. Any standard mechanical or hy- 
draulic tensile testing machine may be 
used. 

Test Specimen 

12. Test specimens shall be prepared 
in accordance with Fig. 1. Three speci- 
mens from the long direction of each 
board and three at right angles thereto 
shall be tested. 

Procedure 

13. Specimens shall be clamped in 
jaws a minimum distance of 6 in. apart. 
The testing machine shall be set for a 
rate of separation of the jaws of 2 in. 
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per min/ Specimens breaking | 

in. of the jaws shall be disregarded. 
Specimens after breaking shall be meas- 
ured for width and thickness at the 
break to the nearest 0.01 in. 



Fig. 1 . — Specimen for Determination of Tensile 
Strength Parallel to Surface. 


Calculation and Report 

14. The tensile strength in each direc- 
tion for a sample shall be taken as the 
average in pounds per square inch of 
three specimens taken from that direc- 
tion. The total average value in each 
direction shall be the average of all 
samples in that direction. 

Tensile Strength Perpendicular to 
Surface 

Apparatus 


15. The apparatus shall be as shown 
in Fig. 2 and shall consist of two wooden 



Fig. 2. — Apparatus for Determination of 
Tensile Strength Perpendicular 
to Surface. 


blocks 6 by 6 by. 1:1 in. in size supplied 
with hooks in the center as shown in Fig, 
2. Any standard tension testing machine 
may be used for this test. 

Test Specimen 

16. The test specimens shall be 6 by 
6 in. Two specimens shall be tested. 

Procedure 

17. The two surfaces of the specimens 
shall be glued to the wooden blocks with 
casein glue or other suitable adhesive. 
After the adhesive has set a sufi&cient 
length of time, a load shall be applied 
at the hooks until separation occurs. 

Calculation and Report 

18. The tensile strength perpendicular 
to the surface shall be reported as the 
average of the loads in: pounds per square 
foot at the time of failure of the test 
specimen. The location of the line of 
failure shall be noted. 

Water Absorption 
Apparatus 

19. The apparatus shall consist of 
the following: 

(а) Pan— A pan or vessel not less 
than 15 by 15 in. with a depth of at 
least 3 in. 

(б) Conditioning Own or Room . — A 
conditioning oven or room that can be 
regulated to a temperature of 70 ± 2 F. 
and a relative humidity of 50 dc 5 
per cent. 

(c) Thermometer . — An ordinary ther- 
mometer graduated in Fahrenheit 
degrees. 

Test Specimen 

20. The test specimen shall be 12 by 
12 in. with all four edges trimmed square. 
When one or both dimensions of a 
board are less than 12 in., the largest 
piece with edges trimmed square ap- 
proaching 12 by 12 in. shall be used as the 
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specimen, but this shall be at least 6 

by 6 in. 

Procedure 

21. The specimen shall be conditioned 
until equilibrium is obtained at a tem- 
perature of 70 F. and a relative humidity 
of 50 per cent. The thickness of the 
specimen shall be measured and the 
volume calculated therefrom. The 
specimen shall then be carefully weighed 
and submerged horizontally under 1 in. 
of distilled water maintained at a tem- 
perature of 70 i 5 F. After 2-hr. sub- 
mersion, the specimen shall be placed 
on end to drain for 10 min., at the end 
of which time the excess surface water 
shall be removed by hand with a blotting 
paper or paper towel and the specimen 
immediately weighed. 

Calculation and Report 

. 22. The volume of water absorbed 
shall be calculated from the increase in 
weight of the specimen during the sub- 
mersion and the water absorption shall 
be expressed as a percentage by volume 
based on the volume after conditioning. 

Linear Expansion 

Apparatus 

23. The apparatus shall consist of the 
following: 

(a) Glass-Marking Pencil^ or a wax 
crayon. 

(5) Razor Blade. 

{c) Magnifying Lens. 

{d) Steel Scale. — A 12-in. steel scale 
reading to 0.01 in. 

(e) Conditioning Oven or Room. — A 
conditioning oven or room that can be 
maintained at a temperature of 70 ± 2 F. 
and relative humidities of 50 dh 5 per 
cent and 90 rb 5 per cent. 

Test Specimen 

24. The test specimens shall be 3 


by 12 in.. Two specimens shall be pro- 
vided, one cut parallel with the , long 
dimension of each board and one from 
the same board cut at right angles to the 
long dimension. Wdien a board does not 
permit obtaining a 12-in, specimen, the 
maximum length possible shall be used 
but it shall be at least 6 in. 

Procedure 

25. At each of two points approxi- 
mately 10 in. apart on the center line 
of each specimen a small area shall be 
coated by rubbing with the glass-mark- 
ing pencil (or w'ax crayon). Wtim 
smialler specimens are used the distance 
between marks shall be the maximum, 
possible. A fine cross shall be made 
with the razor blade on the center line 
in each of these two areas as reference 
points for length measurements. The 
specimens shall then be conditioned until 
equilibrium is obtained at 50 dz 5 per 
cent relative humidity and a temperature 
of 70 zb 2 F., and measurements shall be 
made of the distance between the two 
reference points. By means of the scale 
and magnifying lens readings shall be 
made to the nearest 0.005 in. The 
specimens shall next be conditioned until 
equilibrium is obtained at 90 zb 5 per 
cent relative humidity and a temperature 
of 70 db 2 F., after which the distance 
betW'Cen the two reference points shall 
again be measured. The measurements 
shall be made in the conditioned air 
specified in each case, or as quickly as 
possible after the specimen is removed 
therefrom. 

Calculation and Report 

26. The linear expansion shall be re- 
ported as the percentage increase in 
length between the reference marks based 
on the length at 50 per cent relative 
humidity. 



Tentative Specifications for 

AIR-SETTING REFRACTORY MORTAR (WET TYPE) FOR 
BOILER AND INCINERATOR SERVICE^ 


A.S,T.M. Designation: C 178 - 45 T 
Issued, 1943; Revised, 1944, 1945,2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover the wet 
type of air-setting refractory mortar 
for use in laying up fireclay refractories 
in boiler furnaces and incinerators. Re- 
quirements are specified for three classes 
of mortar. The mortar used should be 
of sufficient refractoriness for the type 
of service encountered. Unless otherwise 
specified, high heat duty mortar shall be 
supplied. 

Classes 

2. High-temperature refractory mor- 
tars are classified according to the 
service and grade of fireclay refractories 
with which they are to be used. The 
several classes of mortar are distin- 
guished by their refractoriness test tem- 
peratures (Section 4 (i)), as follows: 


Refractoriness 

Class Test Temperature 

Super duty 2910 F, (1600 C.) 

High heat duty. .. .... . . . . . 2730 F. (1500 G.) 

Intermediate heat duty. . . . 2550 F. (1400 C.) 


5 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C'S on Refractories. 

* Latest revision accepted by ComraitteeE-iO on Stand- 
ards, March 14, 1945, 


Quality 

3. The mortar shall be sufficiently 
free from grit and of such quality and 
workability that it will spread satisfac- 
torily with a trowel, either as it comes 
from the container or after a moderate 
amount of tempering with water. The 
mortar shall have properties that will 
enable it to be converted readily to 
dipping consistency by the addition of 
water. At any time within a 6-month 
period after purchase, the mortar in a 
newly opened container shall not have 
stiffened or hardened to such an extent 
as to prevent its easy removal and 
mixing. 

Test Requirements 

4. (a) Particle Size . — ^The particle size 
of the mortar shall be such that 95 
per cent shall pass a No. 40 (420-micron) 
A.S.T.M. sieve (equivalent to mesh 
No. 35 of the Tyler standard series), 
and not more than 0.5 per cent shall be 
retained on a No. 20 (840-micron) 
A.S.T.M. sieve (equivalent to mesh No. 
20 of the Tyler standard series). 
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(J) Water ContenL~ThR total water 
content of the mortar shall be not more 
than 25 per cent, calculated on the wet 
basis. 

(c) Bonding Strength.— 'Ih.t mortar 
when made into a joint shall after drying 
have a modulus of rupture of not less, 
than 200 psi. 

(d) Refractoriness.— i:h& mortar sball 
not flow out of the joint when it is 
subjected to the refractoriness test at 
the following temperature: 

Refractoriness 

Class Test Temperature 

Super duty 2910 F. (1600 C.) 

Higli heat duty 2730 F. (1500 C.) 

Intermediate heat duty 2550 F. (1400 C.) 

Sampling 

5. (a) When the shipment consists of 
100 containers or fraction thereof, the 
contents of one container, selected at 
random, shall be removed and mixed 
thoroughly. A representative 10-lb. test 
sample (approximately | gal.) shall be 
taken and sealed in a clean metal or 
glass container. 

(6) When the shipment consists of 
more than 100 containers, the number 
to be sampled shall be as follows: 

Number of Containers Number of Containers to 
in Shipment be Selected for Sampling 

Over 1 00 but less than 300 2 

300 but less than 600 3 

600 but less than 1000 4 

In these cases, the several 10-lb. samples 
from the selected containers shall be 
combined and mixed thoroughly, after 
which the final 10-lb. test sample shall 
be taken and sealed in a clean metal or 
glass container. 


Retests 

6. Because of variables resulting from 
sampling and the lack of satisfactory 
reproducibility in tests conducted by 
different laboratories, the material may 
be resampled and retested when re- 
quested by either the manufacturer or 
the purchaser. This may apply in 
instances when the first test results do 
not conform to the .requirements pre- 
scribed in these specifications. The final 
results to be used shall be the average 
of at least two sets of results, each of 
which has been obtained by following in 
detail the specified testing procedures. 

Methods of Testing 

7. The properties enumerated in these 
specifications shall be determined in 
accordance with the following methods 
of test of the American Society for 
Testing Materials: 

{a) Particle Size. — Methods of Test 
for Sieve Analysis and Water Content 
of Refractory Materials (A.S.T.M. Des- 
ignation: C 92),^ using the procedure 
for w^et sieve analysis described in Sec- 
tion 5 (b) of those methods. 

(b) Water Content, — Methods C 92, 
using the procedure for water content 
described in Section 4 {a). 

(c) Bonding Strength, — Method of 
Test for Bonding Strength of Air-Set- 
ting Refractory Mortar (Wet Type) 
(A.S.T.M. Designation: C 198).® 

{d) Refractoriness, — Method of Test 
for Refractoriness of Air-Setting Re- 
fractory Mortar (Wet Type) (A.S.T.M. 
Designation: C 199).® 


» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Te?tiatwe Classification of 
INSULATING FIRE BRICRi 



A.S.T.M. Designation: C ISS - 45 T 

Issued, 1940; Revised, 1941, 1945.2 


This Tentative Classification has been approved by the sponsoring commit- 
tee and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This classification pertains to that 
type of heat insulating material known 
as insulating fire brick. This material 
is suitable for lining certain kinds of 
industrial furnaces, and the purpose of 
the classification is to group types of 
the product according to their probable 
behavior in service. 

Note. — For classification of insulating ma- 
terials for use at temperatures below 1600 F. 
(870 G.), see the A.S.T.M. standards prepared 
by Committee C-16 on Thermal Insulating 
Materials. 

Groups of Insulating Fire Brick 

2. The grouping of insulating fire 
brick in accordance with Table I is 
based on bulk density (weight per cubic 
foot) and the behavior in the permanent 
linear change test conducted at the 
specified temperature. 


1 Under the standardization i>rocedure of the Society, 
this classification is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Latest revision accepted by Committee E-10 on. Stand- 
ards, March U, 1945. 


TABLE I.-GROUPING OF INSULATING 
FIRE BRICK. 


Group 

Identification 

Pennanent Linear 
Change Not More 
Than 2 Per Cent 
When Tested At 

Bulk Density Not 
Greater Than 

Group 16 

Group 20. ..... 

Group 23 

Group 26 

Group 28 

1550 F. (845 C.) 
1950 F. (1065 C.) 
2250 F. (1230 C.) 
2550 F. (1400 C.) 
2750 F. (1510 C.) 

34 Ib. per cu.ft. 

40 lb. per cu.ft. 

48 lb. per cu.ft. 

52 lb, per cu.ft. 

60 lb. per cu.ft. 


Methods of Testing 

3. The properties enumerated in this 
classification shall be determined in ac- 
cordance with the following methods of 
test of the American Society for Testing 
Materials: 

(a) Bulk Density (yV eight per Cubic 
Foot ), — Methods of Test for Size and 
Bulk Density of Refractory Brick (A.S. 
T.M. Designation: C 134).® 

(h) Permanent Linear Change.— Mtih.- 
od of Test for Permanent Linear Change 
Upon Reheating of Insulating Fire Brick 
(A.S.T.M. Designation: C 210).® For 
the purpose of this classification, the 
percentage of permanent linear change 
shall be obtained from only the 9-in. 
dimension of the test brick. 


8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Tentative Method of Test for 
THERMAL CONDUCTIVITY OF FIRECLAY REFRACTORIES’ 


A.S.T.M. Designation: C 202 -45 T 
Issued, 1945.* 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test supplements 
the procedure given in the Method of 
Test for Thermal Conductivity of Re- 
fractories (A.S.T.M. Designation: C 
201),^ and is to be used in conjunction 
with Method C 201 for determining the 
thermal conductivity of fireclay re- 
fractories. 

Apparatus 

2. The apparatus shall consist of that 
described in Section 2 of Method C 201 
with the addition of thermocouples, 
back-up insulation, and asbestos paper 
as described in the following Sections 4 
and 5, 

Test Sample 

3. The test sample shall be selected 
and prepared as described in Sections 3 
and 4 of Method C 201 . 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Accepted by Committee E-10 on Standards, March 
14 , 1945 . 

8 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Installation of Thermocouples in Test 

Specimen 

4. (a) Thermocouples , — Calibrated 
thermocouples shall be embedded in the 
test specimen at two points for measur- 
ing temperature. Platinum -platinum, 
10 per cent rhodium thermocouples shall 
be used. Wire of No. 28 gage shall be 
used in making the thermocouples. 

(&) Installation of Thermocouples , — 
The hot junction of the thermocouples 
shall be placed in the center of each 9 by 
4|-in. face and just below the surface 
of the test specimen. Grooves to receive 
the wire shall be cut in each 9 by 4|-in. 
face of the brick to a depth of in. by 
means of an abrasive wheel 0.02' in. in 
thickness. The layout for the grooves 
allows all of the cold junction ends of 
the wires to extend from one end of the 
brick. A groove shall be cut in the 
center of each 9 by 4|-in. face along the 
4|-in. dimension and ending 1 in. from 
each edge. The path of each groove is 
extended at an angle of 90 deg. to one 
end of the brick by cutting grooves 
parallel to and 1.0 in. from the edge of 
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the specimen. Before cementing^ the 
thermocouple wires in place, measure- 
ments shall be taken to obtain, within 
plus or minus 0.01 in., the eventual dis- 
tance between the center lines of the 
thermocouple junctions. This shall be 
done by measuring the 2|“in. dimension 
of the brick at the location for the hot 


0.50-in. thick layer of group 20^ insulat- 
ing fire brick for the purpose of obtaining 
a. higher, mean temperature in the test 
sample than would result by placing the 
sample directly over the calorimeter area. 
The back-up insulation shall be cut and 
ground so as to provide surfaces that are 
plane and do not vary from parallel by 




Fig. 1. — Diagram of Arrangement for Asbestos Paper Strips Placed Between Test Sample, Insulating 
Back-Up Brick, and Calorimeter Assembly. Location of Thermocouple Wires Is Indicated. 


junctions and deducting the distance 
between the center line of each junction 
in its embedded position and the surface 
of the brick. 

Setting Up Back-Up Insulation, Sample, 
and Silicon Carbide ' Slab 
5. (a) The calorimeter and inner and 
outer guards shall be covered with a 

«Alundum cement RA 562 is satisfactory for -tMs 
purpose. 


more than plus or minus 0.01 in. The 
sides of the pieces that are to be placed 
in contact shall be ground plane and at 
right angles to the hori^iontal faces. The 
joints between the pieces shall be tight 
without the use of any mortar. 

(b) Two strips of asbestos paper 13-1 

® See the Classification of Insulating Fire Brick (A.S, 
T.M. Designation: C 155), which appears in this publica- 
tion, fsee Contents in Numeric Sequence of, A.S.TJM. Des- 
ignations at front,of book. 
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in. in length by | in. in width by 0.02 in. 
in thickness shall be placed along the 
13i-in. dimension of the inner guard at 
the outside edges. Twelve strips of 
asbestos paper 2 in. in length by | in. 
in width by 0.02 in. in thickness shall be 
placed on the outer guard at intervals in 
the pattern shown in Fig. 1, These 
strips serve as spacers to prevent con- 
tact between the test material and the 
calorimeter assembly. The back-up in- 
sulation shall then be placed on the 
calorimeter assembly so as to provide a 
level and plane surface. Additional 
strips of asbestos paper of the same di- 
mensions shall be placed in the same 
pattern upon the back-up insulation. 
These strips serve as spacers to prevent 
contact between the fireclay brick and 
the back-up insulation. The test speci- 
men shall be placed centrally over the 
center of the calorimeter section on its 
9 by 4|-in. face, the guard brick placed 
at the sides of the test specimen so as to 
cover completely the calorimeter and 
inner guard area, and the soap brick 
placed along the edges of the three brick 
so as to cover completely the calorimeter 
assembly. The small space between the 
furnace walls and the test brick assembly 
shall be filled with granulated insulating 
fire brick. 

(c) The silicon carbide slab shall be 
placed over the 9 by 13|-m. area of the 
three 9-in. sample brick, and it shall be 
spaced 1 in. above the sample by placing 
under each corner of the slab rectangular 
pieces of group 28^ insulating fire brick 
cut to measure | in. square and 1.00 in. 
in length. 

Procedure 

6. (a) The heating chamber shall be 
placed in position, water started flowing 
through the calorimeter assembly, and 
current supplied to the heating unit. 
The rate of water flow through the 
calorimeter shall be maintained, between . 


120 and 200 g. per min., and shall be 
determined by weighing the quantity of 
water collected during, a. measured time 
period. The weight of water collected 
shall be not less than 200 g. and shall be 
weighed to an accuracy of plus or minus 
0.5 g. The rate of flow shall be constant 
wdthin plus or minus 1 per cent during 
the test period. 

(b) ThC' furnace shall be allowed to 
reach a condition of steady state of heat 
flow at a mean temperature of approxi- 
mately 1400 F. A steady state shall be 
that condition when the measured flow 
of heat into the calorimeter varies less 
than 2 per cent over a 2-hr. period, during 
which time the temperature difference 
between the calorimeter and the inner 
guard has not been more than 0.05 F., 
the hot face of the test specimen has not 
varied more than 5 F., and the tempera- 
ture of the water entering the calorimeter 
has not varied at a rate of more than 1 F. 
per hr. (Note 1). Usually, 12 hr. or 
more are needed to obtain a balance with 
the apparatus after a definite change is 
made in the hot-face temperature. 

Note 1. — Significant errors will result if the 
tolerances specified are exceeded. 

(c) After the steady state of heat flow 
has been reached, the temperature of 
the test specimen, the rate of water flow 
through the colorimeter, and the tem- 
perature rise of the water flowing through 
the calorimeter shall be measured. At 
least four sets of readings (Note 2) shall 
be taken at approximately 30-min. in- 
tervals during the 2-hr. holding period, 
and these shall be averaged for the final 
values for that particular heating cham- 
ber temperature. The thermal con- 
ductivity shall be calculated. 

Note 2. — From these data a preliminary 
thermal conductivity calculation may be made, 
using estimated distances between thermocouple 
junctions in the test specimen. 

(d) Reheating treatment of the test 
specimen at a high temperature is neces- 
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sary to eliminate errors arising from 
permanent changes in the sample which 
would affect the thermal conductivity 
value (Note 3). Reheating is carried 
out, after obtaining the conductivity of 
the test specimen at the mean tempera- 
ture of 1400 F. (Paragraphs (5) and (c)), 
by raising the temperature in the heating 
chamber to the highest value (Note 4) 
to be used in testing the sample, and 
maintaining that temperature for 18 zfc 2 
hr. Although water is circulated 
through the calorimeter assembly during 
this period, no heat flow readings need 
be taken. After this interval, the tem- 
perature in the heating chamber shall be 
reduced to obtain a mean temperature 
of approximately 1400 F. in the speci- 
men. After steady state has been 
reached at this temperature, heat flow 
measurements, as previously outlined, 
shall be taken and the conductivity 
calculated. Provided the conductivity 
value obtained at the lower mean tem- 
perature (1400 F.) does not check that 
from the reheating operation to within 
plus or minus 2 per cent, the reheating 
operation and the low-temperature trial 
shall be repeated until check data are 
obtained. 

Note 3. — Significant variation in thermal 
conductivity upon further heat treatment will be 
observed if the reheating treatment specified is 
neglected. 


Note . 4. — The temperature to ^ which the 
sample shall be heated depends upon the prop- 
erties of the material. Changes in volume and 
structure resulting from high-temperature treat- 
ment may alter the conductivity value of the 
product. 

(e) After the specimen has been stabil- 
ized (Paragraph (i)), at least three addi- 
tional conductivity determinations shall 
be made (Note 5), using heating chamber 
temperatures between the maximum and 
minimum used in bringing about the 
stable condition. 

Note 5. — ^When it is necessary or desirable 
to obtain data at mean temperatures below 
1400 F., the 0.50-in. layer of back-up insulation 
shall be removed so as to provide greater heat 
flow between the test material and the calori- 
meter. 

(/) At the conclusion of the test, the 
specimens shall be examined for changes 
which may have taken place as a result 
of the heat treatment. The thermo- 
couple wires shall then be removed and 
the brick shall be cut in half through the 
4| by 2|-in. dimension and examined for 
voids and cracks. 

Record of Test Data, Calculations, and 

Report 

7. The record of test data, the calcula- 
tions, and the report shall be made in 
accordance with Sections 6, 7, and 8 of 
A.S.T.M. Method C 201. 



Tentative Method of Test for 

BONDING STRENGTH OF AIR-SETTING REFRACTORY 
MORTx\R (WET TYPE)i 



A.S.T.M. Designation: C 198 - 45 T 
Issued, 1945 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St, Philadelphia 3, Pa. 


Scope 

1. This method of test covers a pro- 
cedure for determining the bonding 
strength of air-setting refractory mortar 
(wet type) by obtaining the modulus of 
rupture of oven-dried brick - mortar 
joints. 

Apparatus and Supplies 

2. (u) Brick. — Five 9-in. straight fire- 
clay brick having plane surfaces and true 
rectangular shape and an average modu- 
lus of rupture of not less than 600 psi. 
when determined in accordance with the 
Methods of Test for Cold Crushing 
Strength and Modulus of Rupture of Re- 
fractory Brick and Shapes (A.S.T.M. 
Designation: C 133).® 

{b) Spacing Rods. — Two joint-thick- 
ness spacing rods made of diameter 
drill rod cut into 4-in. lengths. 

(c) drying oven to accom- 

modate five 9-in. straight brick standing 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

2 Accepted by Committee E-10 on Standards, March 

14, 1945. . 

3 Appears in this publication, see Contents m Numeri c 
Sequence of A.S.T.M. Designations at front of book. 


on end and for use at 220 to 230 F. (105 
to HOC.). 

(d) Testing Machine . — A standard 
mechanical or hy^draulic compression 
testing machine with a sensitivity of at 
least 20 lb. in the range from 0 to 4000 lb. 

Sampling 

3. The sample of mortar submitted 
may be a prepared test sample (Note) of 
about 10 lb. (approximately | gal.) or of 
a larger quantity ranging in size up to a 
commercial container. If the weight of 
the sample is appreciably more than 10 
lb., the contents of the container shall be 
thoroughly mixed in the container or 
transferred without loss to a clean im- 
pervious receptacle of larger size and 
mixed thoroughly to a uniform consist- 
ency. A 10-lb. test sample shall then 
be taken and sealed in a metal or glass 
container. 

Note. — k method for sampling commercial 
shipments of air-setting refractory mortar (wet 
type) to obtain the test sample is given in 
Section 5 of the Specifications for Air-Setting 
Refractory Mortar (Wet T3me) for Boiler and 
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Inciiierator Service (A.S.T.M, Designation: 
C i78).s , 

Procedure- . 

4. Each of the five brick shall be cut^ 
into two equal parts on a plane parallel 
to the 2| by 4|-iii. face. The uncut 2| 
by 4|4n. face of each half-brick shall be 
used to form the mortar joint. The test 
mortar shall be of trowelling consistency; 
this may require the addition of small 
amounts of water, followed by thorough 
mixing. Approximately double the 
quantity of mortar required to form a 
joint in. in thickness shall be placed 
on the uncut and horizontally placed face 
of one half-brick. Two spacing rods 
shall be placed in the mortar parallel to 
the 2|-in. edges of the brick and f in. 
from each edge. The uncut face of the 
other half-brick shall then be placed on 
the mortar. The excess mortar in the 
joint shall be forced out by pressing on 
the top half-brick and at the same time 
moving it with a to-and-fro motion in 
the direction of the 4|-in. dimension of 
the brick, using the spacing rods as 
rollers. A total of five movements in 


* A thin abrasive cut-off wheel is useful for “sawing*' 
the 9-in. brick in half. 


each direction shall be given, and the 
distance of travel for the top half-brick 
should be f in. from center in each direc- 
tion. The rods shall then be -withdrawn 
and the excess mortar cleaned from the 
surface of the joint. Five joints pre- 
pared in this manner shall be air-dried 
undisturbed at room temperature for 24 
hr. and then oven-dried at 220 to 230 F. 
(105 to 110 C.) for 18 hr. (overnight). 
Upon removal from the oven, they shall 
be allowed to cool by radiation until cool 
to the touch (about 6 hr.), at which time 
they shall be tested for modulus of rup- 
ture in accordance with the Methods of 
Testfor Cold Crushing Strength andMod- 
ulus of Rupture of Refractory Brick and 
Shapes (A.S.T.M. Designation: C 133),^ 
except that w^lien using a hydraulic test- 
ing machine the load shall be applied at 
the rate of 1000 lb. per min. In con- 
ducting this test, the upper bearing edge 
shall be brought to bear on the joint 
itself. 

Report 

5. The average of the five determina- 
tions for the modulus of rupture of the 
mortar joint shall be reported as the 
bonding strength. 


f 

\ 


Teittative Method of Test for 

REFRACTORINESS OF AIR-SETTING REFRACTORY 
MORTAR (WET TYPE)i 



A,S.T,M. Designation: C 199 - 45 T 
Issued, 1945.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1, This method of test covers a pro- 
cedure for determining refractoriness of 
three classes of air-setting refractory 
mortar (wet type) by heating a pier of 
brick laid up with the test mortar to 
learn whether the prescribed heat treat- 
ment causes the mortar to flow out of the 
joints. 

Apparatus and Supplies 

2. (a) Brick , — Three 9-in, straight 
fireclay brick conforming to the following 
requirements for refractoriness: 

Class of Mortar Pyrometric Cone Equivalent 

to be Tested of Brick,® Not Lower Than 

Super duty No. 33 

High heat duty No. 31-32 

Intermediate heat duty No. 29 

®See the Method of Test for Pyrometric Cone Equiva- 
lent (P.C.E.) of Refractory Materials (A.S.T.M. Designa- 
tion: C 24).® 

(b). Spacing Rods , — Nine joint-thick- 
ness spacing rods made of ^-in. diameter 
drill rod cut into 6-in. lengths. 

1 Under the standardization, procedure of the Society, 
this method is under the jurisdiction . of the A.S.T.M, 
Committee C-S on Refractories. 

3 Accepted by Committee E-10 on Standards, March 
14, 194S. 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


(c) Furnace , — furnace capable of 
heating the test pier uniform^ at one of 
three temperatures, the highest being 
2910 F. (1600 C.). 

Sampling 

3. The sample of mortar submitted 
may be a prepared test sample (Note) of 
about 10 lb. (approximately I gal.) or of a 
larger quantity ranging in size up to a 
commercial container. If the weight of 
the sample is appreciably more than 10 
lb., the contents of the container shall 
be thoroughly mixed in the container or 
transferred without loss to a clean im- 
pervious receptacle of larger size and 
mixed thoroughly to a uniform consist- 
ency. A 10-lb. test sample shall then 
be taken and sealed in a metal or glass 
container. 

Note. — K method for sampling commercial 
shipments of air-setting refractory mortar (wet 
type) to obtain the test sample is given in 
Section 5 of the Specifications for Air-Setting 
Refractory Mortar (Wet Type) for Boiler and 
Incinerator Service (A.S.T.M. Designation: 


C 178).» 
1371 
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Procedure 

4. (a) Construction of Pier . — The pier 
shall consist of two whole brick and two 
half-brick^ laid flat. The top and bot- 
tom brick shall be whole brick, and be- 
t\?een these the two half-brick shall be 
placed so that the original ends will form 
a vertical joint in the center of the pier. 
The class of mortar being tested shall 
determine the refractoriness of the brick 
to be used, as prescribed in Section 2(a). 
The test mortar shall be of trowelling 
consistency; this may require the addi- 
tion of small amounts of water, followed 
by thorough mixing. Uniformity in 
thickness of the joints in the pier shall 
be made with the aid of the spacing rods. 
Mortar shall be applied to the large face 
of one of the whole brick, after which four 
spacing rods shall be placed across it | in. 
from the ends and | in. either side of the 
center. A large face and the original 
end of a half-brick shall be coated with 
mortar and the coated face placed in 
contact with the rods on the lower brick. 
The other half-brick shall be prepared in 
the same manner, and when putting it in 
position to complete the vertical joint, 
a spacing rod shall be placed across and 
in the center of that joint. Four rods 
shall also be used to form the top hori- 
zontal joint in the manner prescribed for 
the bottom horizontal joint. Mortar in 
excess of that actually required to form 
the joints shall be used. The rods shall 
be adjusted so that their ends are flush 


^ A thin abrasive cut-off wheel is useful for “sawing" 
the 9-m. brick in half. 


with one side, of the pier. The 'brick 
units shall be firmly pressed or rubbed 
together so that the joints formed shall 
not exceed | in. in thickness. The ex- 
cess mortar shall be carefully removed 
from the joints, particularly on the side 
where the rods are flush. The spacing 
rods shall be removed as soon as the 
.mortar has developed an initial set, which 
prevents bulging of the mortar from the 
joint. 

{b) Drying and Heat Treatment of 
Pier . — ^After constructing the pier and 
removing the spacing rods, it shall be air- 
dried undisturbed at room temperature 
for 24 hr., and then oven-dried at 220 to 
230 F. (105 to no C.) for 18 hr. (over- 
night). The heat treatment for each of 
the three classes of mortar shall be car- 
ried out in accordance with ail applicable 
portions of the Method of Test for 
Permanent Linear Change after Reheat- 
ing of Refractories (A.S.T.M. Designa- 
tion: C 113),^' as given in the following 
tabulation: 


Class of Mortar Heating Schedule 

(From Table I of Method €113) 

Super duty Schedule C (2910 F. (1600 C.)) 

High heat duty . . Schedule C, except that upon 
reaching 2730 F. (1500 C.) 
in approximately 3 hr,, that 
temperature shall be main- 


tained for 5 hr. 

Intermediate heat 

duty Schedule B (2550 F. (1400 C.)) 

Report 

5. The report shall state the class of 
mortar for which the sample was tested 
and whether the mortar flowed out of the 
joints as a result of the heat treatment. 



Tentative Method of Test for 
THERMAL CONDUCTIVITY OF INSULATING FIRE BRICK' 



A.S.T.M. Designation: C 182 - 45 T 
Issued, 1943; Revised, 1945.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test supplements the 
procedure given in the Method of Test 
for Thermal Conductivity of Refrac- 
tories (A.S.T.M. Designation: C 201),^ 
and is to be used in conjunction with 
Method C 201 for determining the 
thermal conductivity of insulating fire 
brick. 

Apparatus 

2. The apparatus shall consist of that 
described in Section 2 of Method C 201 
with the addition of thermocouples, drill- 
ing jig, and asbestos paper as described 
in the following Sections 4 and 5. 

Test Sample 

3. The test sample shall be selected 
and prepared as described in Sections 3 
and 4 of Method C 201, 

Installation of Thermocouples' in Test 
Specimen ^ 

4. {d) Thermocoiipks.—C^i^mtt^ 
thermocouples shall be embedded in the. 

rUnder the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

* Revision accepted by Committee E-iO on Standards, 

■March, 14, 194-5. ' ,• , ■■•.. '..■. ' ■ . ■' 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S,T.M. Designations at front of book. 


test specimen at three points for measur- 
ing the temperature. Chromel-alumei 
thermocouples shall be used for tempera- 
tures below 1400 F., and above that tem- 
perature platinum - platinum, 10 per 
cent rhodium thermocouples shall be 
used. The platinum thermocouples may 
also be used at the lower temperatures, 
but the emf. will not be as high as when 
using base metal thermocouples. Wire 
of No. 28 gage shall be used for making 
either type of thermocouple. 

{b) InstallaHon of Thermocouples , — 
Holes for the thermocouple wires shall be 
drilled through the 4|-in. dimension of 
the test specimen by the use of a drilling 
jig so as to obtain accurate placement of 
the thermocouples. The three thermo- 
couples shall be located so that the hot 
junction of the first couple is 0.20 in. 
below the hot face of the test specimen, 
the junction of the second at the mid- 
point, and the junction of the third 0.20 
in. above the cold face. The thermo- 
couple wires leading out from the hot 
junctions shall be located in planes 
parallel to the calorimeter surface. In 
order to have the hot junctions over the 
center of the calorimeter, they shall be 
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located on an axis passing through the 
center of and at right angles to the 9 by 
4|“in. area of the test specimen. 

Setting of Test Sample and Silicon 
Carbide Slab ' 

5. (a) Two strips of asbestos paper 
13| in. in length by i in. in width by 


Thermocouple 

Wires 


A 

Ashesfos . 
Paper 



to prevent contact between the test 
material and the calorimeter assembly. 
The test specimen shall be placed cen- 
trally over the center of the calorimeter 
section on its 9 by 4|“in. face, the guard 
brick placed at the sides of the test 
■specimen so as to cover completely the 
calorimeter and inner ' guard area, and 
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Fig. i.— -Diagram of Arrangement for Asbestos Paper Strips Placed Between Test Material and 
Calorimeter Assembly. Location of Thermocouple Wires Is Indicated. 


0.02 in. in thickness shall be placed along 
the 13J-m. dimension of the inner guard 
at the outside edges, as shown in Fig. 1 . 
Twelve strips of asbestos paper 2 in. in 
length by | in. in width by 0.02 in. in 
thickness shall be placed on the outer 
guard at intervals in the pattern shown 
in Fig. 1. These strips serve as spacers 


the soap brick placed around the edge of 
the three brick so as to cover completely 
the colorimeter assembly. The small 
space between the furnace walls and the 
test brick assembly shall be filled with a 
granulated insulating fire brick. 

(5) The silicon carbide slab shall be 
placed over the 9 by 13|“in. area of the 
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three 9-in. sample brick, and it shall be 
spaced 1 in. above the sample by placing 
under each corner of the slab rectangular 
pieces of group 28^^ insulating fire brick 
cut to measure |-in. square and 1.00 in. 
in length. 

Procedure 

6., (a) The heating chamber shall be 
placed In position, water started flowing 
through the calorimeter assembly, and 
current supplied to the heating unit. 
The rate of water flow through the 
calorimeter shall be maintained between 
120 and 200 g. per min., and shall be de- 
termined by weighing the quantity of 
water collected during a measured time 
period. The weight of water collected 
shall be not less than 200 g, and shall be 
weighed to an accuracy of plus or minus 
0,5 g. The rate of flow shall be constant 
within plus or minus 1 per cent during 
the test period. 

(b) The furnace shall then be allowed 
to reach a condition of steady state of 
heat flow (test period), which shall be 
that condition when the measured flow 
of heat into the calorimeter varies less 
than 2 per cent over a 2-hr. period, during 
which time the temperature difference 
between the calorimeter and inner guard 
has not been more than 0.05 F., the hot 
face of the test specimen has not varied 
more than plus or minus 5 F., and the 
temperature of the water entering the 
calorimeter has not varied at a rate of 
more than 1 F. per hr. (Note 1). Usu- 
ally, 12 hr. or more are needed to obtain 
a balance with the apparatus after a 
definite change is made in the hot-face 
temperature. 

Note 1 . — ^Significant errors will result if the 
tolerances specified are exceeded. 

(c) After the steady state of heat flow 
has been reached, the temperature of 

4 See the Classification of Insulating Fire Brick (A.S. 
T.M. Designation: C 155), which appears in this pubKca- 
tiony see Contents in Numeric Sequence of A.S.TJM. Des- 
, Ignations at front of book. 


-the test specimen, the rate of water flow 
through the calorimeter, and the Tem- 
perature rise of the water flowing through 
the calorimeter shall be measured. At 
least four sets of readings (Note 2) .shall 
be taken at approximately 30-min. in-' 
tervals during the 2-iir. holding period, 
and these shall be averaged for the final 
values for that particular heating cham- 
ber temperature. Such data shall be 
obtained when the heating chamber is 
maintained at the temperatures recom- 
mended in Table I. Other temperatures 
than those given in the table may be 
used to obtain additional information. 

Note 2. — From these data a preliminary 
thermal conductivity calculation may be made, 
using estimated distances between thermocouple 
junctions in the test specimen. 


TABLE I.— HEATING CHAMBER TEMPERATURE. 


Group 

Identification^ 

Bulk 
Density 
Not Greater 
Than, lb. 
per cu.ft. 

Recommended Temperatures 
for Control Points 

Low 

Medium 

High 

Group 16 

34 

900 F. 


1600 F. 

Group 20 

40 

900 F. 

1400 F. 

2000 F, 

Group 23 

48 

900 F. 

1500 F. 

2300 F. 

Group 26 

52 

900 F. 

1650 F. 

2600 F. 

Group 28 

60 

900 F. 

1750 F. 

'2800 F. 


(d) At the conclusion of the test, the 
specimen shall be removed and cut in 
twm, close to the thermocouple junctions. 
The specimen shall then be ground to 
expose the hot junctions, and the dis- 
tance between their center lines shall be 
measured to the nearest 0.01 in. If the 
test specimen upon being cut in two 
shows abnormal internal voids or cracks, 
this fact shall be stated in the report, as 
the results will not be representative of 
the material. 

Record of Test Bata, Calculations, and 

Report 

7. The record of test data, the calcula- 
tions, and the report shall be made in 
accordance with Sections 6, 7, and 8 of 
A.S.T.M. Method C 2G1. , 



Tentative Method of Test for 
THERMAL CONDUCTIVITY OF REFRACTORIES' 



A.S.T.M. Designation : C 201 - 45 T 
Issued, 1945.“ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. {a) This method of test outlines a 
general procedure for determining the 
comparative thermal conductivit}^ of 
refractories under standardized condi- 
tions of testing.^"" 

if) Detailed methods of test to be 
used in conjunction with this procedure 
in testing specific types of refractory 
materials are as follows: 

, Method of Test for Thermal Con- 
ductivity of Insulating Fire Brick 
(A.S.T.M. Designation: C 182),^ and 
Method of Test for Thermal Con- 
ductivity of Fireclay Refractories 
(A.S.T.M. Designation: C 202).^ 

Apparatus 

2. The apparatus shall conform in 
close detail with that shown in the ap- 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-8 on Refractories. 

- Accepted by Committee E-10 on Standards, March 14, 
1945. 

2“ The committee is investigating another method of 
test which may be adopted as an alternative method at a 
later date. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


proved drawings.‘^ The equipment is 
shown in Figs. 1 and 2, and the essential 
parts are as follows: 

(a) Heating Chamber.-— A heating 
chamber, showm in Fig. 3, shall be 
capable of being heated electrically over 
a temperature range from 400 to 2800 F. 
in a neutral or oxidizing atmosphere. 
The temperature of the heating unit shall 
be controlled by a mechanism capable of 
maintaining the temperature in the 
chamber constant to within plus or 
minus 5 F. A silicon carbide slab 1 by 
9 by 13| in., with the 9 by 13|-in. faces 
plane and parallel, shall be placed above 
the sample for the purpose of providing 
uniform heat distribution. A layer of 
insulation equivalent at least to 1 in. of 
group 20'^ insulating fire brick shall be 
placed below the calorimeter and guard 
plates. 

(b) Calorimeter Assembly . — ^A copper 

*The complete set of approved drawings necessary for 
the construction of the apparatus requires too much space 
to he included with this method, but is available at a 
nominal charge from the Babcock & Wilcox Co., Re- 
fractories Div., Technical Dept., 85 Liberty SL, New 
york6,N. y. 

5 See the Classification of Insulating Fire Brick (A.S. 
T.M. Designation: C 155), which appears in this publica- 
tion, see Contents in Numeric Sequence of A.S.T.M. Des- 
ignations at front of book. 
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calorimeter assembl}^ of the design 
shown in Fig. 4, shall be used for measur- 
ing the quantity of heat flowing through 
the test specimen. The water circula- 
tion is such that adjacent passages con- 


from the inner , guard and shall extend 
vertically, to the member comprising .the 
bottom of the heating chamber (see Fig. 
3). The separation between the calo- 
rimeter and the inner guard shall be hi. 


Fig. 1. — Photograph of Thermal Conductivity Apparatus. 

The upper half of the heating chamber has been raised to permit introduction of the test samples. 


tain incoming and outgoing streams of 
water. The calorimeter shall be 3 by 
3 in. square and shall have one inlet and 
one outlet water connection. The inner 
guard surrounding the calorimeter shall 
be 9 by 13| in, and shall have two inlet 
and two outlet water connections. The 
outer guard shall extend 2 in. laterally 


(c) Water- Circulating System— A. w a- 
ter-circulating system shall be provided 
for supplying the calorimeter assembly 
with water at constant pressure and at 
a temperature that is not changing at a 
rate greater than 1 F. per hr. The inlet 
water pressure shall be at least the 
equivalent of 10 ft. of hydrostatic pres- 
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sure. The inlet water temperature shall 
at all times be within plus 5 F. or minus 
2 F. of the room temperature. Figure 5 
show^s the arrangement that shall be 
used for meeting these conditions. The 
regulating valves for controlling the^rate 
of water flow through the calorimeter 
assembly shall be capable of maintaining 
a constant rate of flow within plus or 
minus 1 per cent during the test period. 


ture rise of the water flowing through the 
calorimeter. The thermocouple shall be 
immersed at least 3| in. in the inlet and 
outlet connections, and the junctions- 
shall be not more than f in. distant from 
the bottom of the calorimeter. cali- 
brated difierential 10 X coppencons tan- 
tan thermocouple shall be used, and the 
millivolt readings shall be taken with a 
potentiometer having an instrument 


Group 20 Insulofing Fire Brick 

Group 28 Insulafing Fire Brick 
G labor Heating Elements 


Control Thermocouple-^^ 







/ ^ ^ . 1 ) 1 ^ ^ f 



L •; 



Guard Brick 


JS 








Sand Seat ^ 

Silicon Carbide Slab tTb / 

resf Specimen 

Back-Up Insulation (Group 20) 

Group 16 insulafing Fire Brick 


Transite Board' 



Outer Inner Center Inner Outer 
Guard Guard Guard Guard ^ 

' ■ ' ' .I— - Mr-1, r^—r - 

Co tori meters 


Fig. 3. — Diagrammatic Section Through Heating Chamber. 
When testing insulating fire brick, the back-up insulation is removed. 


(3) Instruments for Measuring Tem- 
perature of Specimen- — Calibrated ther- 
mocouples shall be embedded in the test 
specimen for measuring the temperature. 
The emf. for the temperature readings® 
shall be taken with a potentiometer hav- 
ing an instrument error of not more than 
plus or minus 0.05 mv., and the cold junc- 
tions of the thermocouples shall be im- 
mersed in a mixture of ice and water. 

{e) Instrument for Measuring Tempera- 
ture Rise in Calorimeter Water. — A multi- 
ple differential thermocouple shall be 
used for measuring® within an accuracy 
of not less than 1 per cent the tempera- 

® It is recommended that there be followed the pro- 
cedures described in “Thermoelectric Thermometry," by 
W. F. Roeser, and “Methods of Testing Thermocouples 
and Thermocouple Materials," by W. F. Roeser and H. T. 
Wensel, pp. 180 and '284, respectively, in the book “Tem- 
perature, Its Measurement and Control," Reinhold Pub- 
lishing Corp., New York, N. Y. 


error of not more than plus or minus 0.01 
mv. in the range between 0 and 2 mv. 

if) Instruments for Measuring Tem- 
peraHwe Difference Between Calorimeter 
and Inner Guard. — Calibrated differential 
10 X copper-constaiitan thermocouples 
shall be located in the calorimeter and 
inner guard for measuring® the tempera- 
ture differences between the calorimeter 
and inner guard. (The temperature 
difference during a test shall be main- 
tained at a value less than plus or minus 
0.05 F.) The thermocouple junctions 
shall be placed in the four wells provided 
for that purpose, and millivolt readings 
shall be taken with a potentiometer hav- 
ing an instrument error of not more than 
plus or minus 0.01 mv. in the range 
between 0 and 2 mv. 
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. . either side of the specimen. The six 

Test Sample and Its Preparation ^^e 

3. (a) Test Sample\-~-The test sa^mple^ edges of the test specimen and guard 
shall consist of three 9'iii. straight brick brick to prevent side flow of heat. The 
and six 9 by 2 J by 2|-in. soap brick that test specimen and guard brick shall cover 
are representative of the material being an area of approximately 13| by 18 in. 



SECTION AA 





Fig. 4. — Design of Calorimeter and Guard Rings. 


tested. These brick shall be selected for 
uniformity of structure and bulk density, 
and the}^ shall be free of broken corners 
or edges. One brick shall be used as the 
test specimen, and one each of the other 
two brick shall be used as guard brick on 

7 A total of nine 9-in. straight brick may be submitted 
for test, six of which would be cut to obtain the soap brick. 


(b) Preparation of Test Sample , — The 9 
by 4-|-in. faces of the three straight brick 
and the 9 by 2|-4n. faces of the soap brick 
shall be ground flat and parallel, and the 
thickness shall not vary more than plus 
or minus 0.01 in. The thickness shall 
be not more than 3 nor less than 2 in. 
The sides that are to be placed in con- 
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tact shall be ground flat and at right 
angles to the 9 by 4i-in. face of the brick 
and the 9 by 2i-in. face of the soap brick. 

Note. — Additional instructions are given in 
the methods of test for specific materials (see 
Section 5) concerning the preparation of the 
specimen, placing of guard brick, and the like. 



Fig. 5,— Water-Circulating System with Auto- 
matic Temperature Control. 

C— Circulating pump. i— Water-level valve. 

j ) — Xo drain. if— Magnetic control valve. 

E— Cooling coil. 0— Overflow pipe. 

p_\Vater filter. F— Thermostat (controls 

G — Center calorimeter. ip. 

E — Inner guard calorimeter. F— Valves.^ 

I— Outer guard calorimeter. IF— Water inlet. 

Bulk Density of Test Specimen 

4. The test specimen shall be dried at 
220 to 230 F. for 12 hr., after which time 
its bulk density, in pounds per cubic foot, 


shall be determined in accordance with 
the Methods of Test for Size and Bulk 
Density of Refractory Trick (A.S.T.M. ' 
Designation: C 134),^ with the exception 
that the thickness measurement shall be 
made in, accordance vcitli the Note under 
Section 5(^) of those methods. 

Procedure 

5. The procedures for testing specific 
types of refractory materials shall be as 
described in the following methods of 
test: 

Method of Test for Thermal Con- 
ductivity of Insulating Fire Brick 
(A.S.T.M. Designation: C 182),® and 
Method of Test for Thermal Con- 
ductivity of Fireclay Refractories 
(xA.S.T.M. Designation: C 202).® 

Record of Test Data 

6. The following data shall be re- 
corded, and Items (3) to (7) shall be 
recorded for each 2-lir. test period (steady 
state of heat flow) : 

(i) Linear dimensions of test speci- 
men, 

(3) Distance between thermocouple 
junctions located in the test specimen, 

(3) Three sets of temperature read- 
ings as measured by the thermocouples 
in the test specimen, 

(4) Mean temperature between each 
pair of thermocouples in the test speci- 
men as calculated from the temperatures 
recorded in Item (3), 

(5) Average rise in temperature of the 
wmter flowing through the calorimeter, 

{ 6 ) Average rate of water flow through 
the calorimeter, and 

(7) Rate of heat flow through the test 
specimen per unit area. 

Calculations 

7. The thermal conductivity shall be 
calculated as follows: 
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,, 

A{h-h) 

where: 

h = thermar conductivity in Btu. per 
sq. ft. per hr. per deg. Fahr., for 
thickness of 1 in., 

q = Btu. per hr. flowing into the 
calorimeter (temperature rise in 
degrees Fahrenheit of the water 
flowing through the calorimeter 
times the weight of water in pounds 
flowing per hour), 

L = thickness in inches (distance be- 
tween hot junctions at which h 
and are measured) , 

ti = higher of two temperatures meas- 
ured in the test specimen, in degrees 
Fahrenheit, 

h == lower of two temperatures meas- 
ured in the test specimen, in degrees 
Fahrenheit, and 

A = area of center calorimeter in square 
feet. 


Report 

8. The report shall include the fol- 
lowing: 

(i) Brand name or other identifying 

information, 

{2) Bulk density of the dried' test 
specimen (Section 4), 

{3) General description of the test 
specimen before and after test with 
respect to possible structural changes 
caused by exposing the test specimen to 
the heating chamber temperatures, 

{4) The thermal conductivity data as 
calculated in accordance with Section 6 
at the mean temperatures recorded dur- 
ing a 2-hr. holding period with a steady 
state of heat flow, and reported at the 
mean of the two temperatures used in 
the calculation, 

(5) A curve showing the actual ther- 
mal conductivity values obtained versus 
mean temperatures, and 

{6) When requested, the data recorded 
for Section 6 shall be included in the 
report. 




Tentative Dejinition oj 
THE TERM GLASS' 



A.S.T.M. Designation: C 162 - 45 T 

Issued, 1941; Revised, 1945.2 

This Tentative Definition has been approved by the sponsoring com- 
mittee and accepted bj^ the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Glass. — Glass is an inorganic product of 
fusion which has cooled to a rigid condi- 
tion without crystallizing. 

(<j) Glass is typically hard and brittle, 
and has a conchoidal fracture. It may be 
colorless or colored, and transparent to 
opaque. Masses or bodies of glass may be 
made colored, translucent, or opaque by 


i Under the standardization procedure of the Society, 
this definition is under the jurisdiction of the A.S.T.M. 
Committee C-i4 on Glass and Glass Products. 

* Revision accepted by Committee E-iO on Standards, 
June 27, 1945. 


the presence of dissolved, amorphous, or 
crystalline material. 

(5) When a specific kind of glass is in- 
dicated, such descriptive terms as flint glass, 
barium glass, and window glass should be 
used following the basic definition, but the 
qualifying term is to be used as understood 
by trade custom. 

(c) Objects made of glass are loosely and 
popularly referred to as glass; such as glass 
for a tumbler, a barometer, a window, a 
magnifier, or a mirror. 


1383 



Tentative Specifications for 
STANDARD STRENGTH CLAY SEWER PIPE* 



A*S.T.M. Designation: C 13 -44 T 
Issued, 1944.2 


These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover standard 
strength clay pipe intended to be used for 
the conveyance of sewage, industrial 
wastes, and storm water. 

Note.— Attention is called to the Tentative 
Specifications for Extra Strength Clay Pipe 
(A.S.T.M. Designation: C 200)® and the Rec- 
ommended Practice for Laying Sewer Pipe 
(A.S.T.M. Designation: C 12).® 

Class 

2. Pipe manufactured according to 
these specifications shall be known as 
“Standard Strength Clay Sewer Pipe,” 

Materials and Manufacture 

Materials and Manufacture 

3. (a) Clay pipe shall be manufac- 
tured from surface clay, fire clay, or 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee C-4 on Clay Pipe. 

^ Accepted by Committee E-10 on Standards, August 
28, 1944. , : 

Prior to their present publication as tentativ'e, these 
specifications were published as tentative from 1917 to 
1920, being revised in 1918 and 1920. They were adopted 
in 192''), revised in 1924, but withdrawn and replaced in 
1933 by Specifications C 13 - 33 T, which were published 
as tentative from 1932 to 1935, being revised in 1935. 
They were adopted in 1935, published as standard hom 
1935 to 1944, being revised in 1940, but were revised and 
republished as tentative in 1944. 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


shale, or a combination of these mate- 
rials. 

(b) Surface clay is an unconsolidated, 
unstratified clay,^ occurring on the 
surface. 

(c) Fire clay is sedimentary clay^ of 
low flux content. 

Note.— F ire clay is usually associated with 
coal measures. 

(d) Shale is a thinly stratified, consoli- 
dated, sedimentary clay^ with well- 
marked cleavage parallel to the bedding. 

(e) These materials or any combina- 
tion thereof, when molded into pipe and 
subjected to suitable temperatures, shall 
yield a product that will be strong, dur- 
able, serviceable, free of objectionable 
defects, and shall conform to these 
specifications. 

Resistance to Action of' Acids 

Tests at Purchaser’s Option 

4. Tests for resistance to action of 
acids shall be optional with the pur- 

4 The definitions for the terms “surface clay,” “fire 
clay,” and “shale” are based on the following definition 
for the term “clay”: 

C/ay.—An earthy or stony mineral aggregate consisting 
essentially of hydrous silicates of alumina, plastic when 
sufficiently pulverized and wetted, rigid when dry, and 
vitreous when fired at a sufficiently high temperature. 
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chaser, and shall be made only when 
specified by him in advance or in the 
“call for bids3^ The purpose of this test 
is to determine the resistance of pipe to 
the action of acids. 

Reagent , 

5. 'When testing with either hydro- 
chloric, nitric, sulfuric, or acetic acid, as 
specified by the purchaser, a 1 acid 
solution shall be used. 

Test Specimens 

6. (a) Whenever possible, the speci- 
mens intended for these tests shall be 
selected from pipe that previously have 
been broken in the strength test. Speci- 
mens shall be sound with all edges freshly 
broken, free of cracks or shattered edges, 
about 2 in. square, weighing not more 
than 200 g., and shall be thoroughly 
cleaned with a wire brush. 

(b) test shall be made on at least one 
specimen cut from each size of pipe. 
The results shall be reported separately 
for each individual specimen. 

Weighing Apparatus 

7. The balance used in weighing the 
specimen shall be sensitive to 0.01 g. 
when loaded with 200 g. 

Procedure 

8. (a) The specimens to be tested 
shall be dried to constant weight at a 
temperature between 210 and 230 F. 

(b) The specimens, upon reaching con- 
stant weight, shall be suspended and 
completely immersed in the test solution 
at a temperature between 70 and 90 F. 
for a period of 48 hr., then removed from 
the solution and carefully and thoroughly 


5 These 1 W solutions should contain, respectively, 
36.5, 63, 49, and 60 g. of the acid per liter of solution. For 
the purpose of these tests the solution can be prepared by 
taking the following volumes of acid and diluting to 1 
liter: H 2 SO 4 (sp. gr. 1.84), 28.5 ml; HCl (sp. gr. 1 . 18 ), 
88.9 ml.; HN Os (sp. gr. 1.42), 65 ml; and glacial acetic 
acid (sp. gr. 1,05), 57.7 ml 


washed with hot .water, allowing the 
washings to run into the solution in 
which the specimen was immersed. The 
solution shall be filtered and the filter 
washed with hot water, adding the wash- 
ings to the filtrate. To the filtrate shall 
be added 5 ml. of H2SO4 (sp. gr. 1.84). 
The solution shall then be evaporated 
(avoiding loss by spattering) to about 5 
mi., ’ transfer! ed to a porcelain crucible 
(previously ignited to constant weight), 
and heated cautiously to dryness. The 
residue shall then be ignited to constant 
weight. 

Calculation 

9. The percentage of acid-soluble mat- 
ter shall be calculated as follows: 

R 

Acid-soluble matter, per cent = X 100 
where: 

R = weight of the residue in the porce- 
lain crucible, and 

W == weight of the dry specimen before 
immersion. 

Acceptance or Rejection 

10. When the test for resistance to 
action of acids is specified, the pipe of 
each size and shipment shall be accept- 
able only when the percentage of acid- 
soluble matter for specimens representing 
such pipe does not exceed 0,25 per cent. 

Physical Test Requirements 
Crushing Strength Tests 

Test Specimens 

11. (a) The specimens for purpose of 
tests shall be sound, full-size pipe and 
shall be selected by the purchaser or his 
representative at the point or points 
designated by him when placing the 
order. 

(b) The manufacturer or seller shaE 
furnish, without charge, specimens for 
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tests, up to 0.5 per cent of the number of 
pipe in each size of pipe furnished, ex- 
cept that in no case shall less than two 
specimens be furnished. 

Measurement and Observation of 
■ Specimens 

12. {a) The specimens shall first be 
freed from all visible moisture. When 
dry, each specimen shall be measured and 
inspected. The results of these observa- 
tions shall be recorded. 

(b) Defective Specimens , — Specimens 
that are observed to have fire cracks or 
other defects in form or dimensions, in 
excess of the limits permitted in these 
specifications, shall be discarded and 
replaced with additional specimens from 
the shipment. 

Test Bearings 

13. Pipe shall be tested for crushing 
strength by either the three-edge-bearing 
method or by the sand-bearing method 
as described in Sections 16 and 17 . 
Either of the two specified bearing 
methods shall be used on retests as pro- 
vided for in Section 22 (&) and (c). 

Apparatus and Application of Load 

14 . {a) Any prime, mover or hand 
power device that will apply the load at 
a uniform rate of about 2000 lb. per min., 
or in increments of not more than 100 lb. 
at the same rate, may be used in making 
the test. 

(5) The center of the load shall be 
applied to the top bearing block at a 
point distant from the spigot end of the 
pipe equal to one half of the over-all 
length of the pipe. The test load shall 
be applied to the upper bearing block in 
such a way as to leave the bearing free 
to move in a vertical plane passing mid- 
way between the lower bearings. In 
testing pipe that is “out of straight,’^ 
the lines of the bearings chosen shall be 


from those which appear to give most 
favorable conditions for fair test. 

{c) The pipe shall be allowed to stand 
under load no longer than is required to 
apply the load and to observe and re- 
cord it. 

{£) The testing machine shall be sub- 
stantial and rigid throughout, so that the 
distribution of the load will not be 
affected appreciably by the deformation 
or yielding of any part. The bearings 
shall be sufficiently rigid to transmit and 
receive uniform loads throughout their 
lengths without deflection, and shall 
be so. attached to the machine as' to 
transmit and receive the maximum loads 
produced by the tests without lost mo- 
tion, vibration, or sudden shock. 

(e) The bearings and the specimen 
shall be accurately centered so as to 
secure a symmetrical distribution of the 
loading on each side of the center of the 
pipe in every direction. 

(/) The load shall be applied until the 
pipe yields by cracks passing through the 
shell. At the discretion of the inspector 
the loading may be stopped before rup- 
ture of the pipe, provided the load is at 
least equal to the required average 
strength of the pipe. 

Calculation and Report 

15. The crushing strength shall be cal- 
culated by dividing the breaking load or 
applied load as provided in Section 14 if) 
by the net inside length of the barrel of 
the pipe, measuring from the bottom of 
the socket to the end of the spigot. The 
individual results of the tests of pipe of 
each size or each shipment shall be tabu- 
lated separately so as to show the per- 
centage that fails to conform to the re- 
quirements of each, test. 

Three-Edge-Bearing Method 

16. When the , ■ three-edge-bearing 
method is used, the ends of each specimen 
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of pipe sliali be accurately marked in 
halves of the circumference prior to the 
test« , The lower bearings shall consist of 
two wooden strips with vertical sides 
having their interior top corners rounded 
to a radius of approximately | in. The 
strips shall be straight and shall be 
securely fastened to a rigid block at least 
6 by 6 in. in cross-section. The interior 
vertical sides of the strips shall be paral- 
lel and spaced a distance apart of 1 in. 
per foot of pipe diameter, but in no case 
less than 1 in. Before the pipe is placed, 
a fillet of plaster of Paris or other equaliz- 
ing material, such as sand and sulfur, 
thick enough to compensate for the in- 
equalities of the pipe barrel shall be cast 
on and between the lower bearings. The 
pipe shall be placed on the fillet while the 
plaster of Paris is still somewhat plastic; 
the use of the plaster of Paris fillet may 
be dispensed with when agreeable to the 
manufacturer and the purchaser. The 
upper bearing shall be a rigid wooden 
block at least 6 by 6 in. in cross-section, 
straight and true from end to end. A 
fillet of plaster of Paris thick enough to 
compensate for the inequalities of the 
pipe barrel shall also be cast along the 
length of the crown. The upper bearing 
shall be brought in contact while the 
plaster of Paris is still somewhat plastic. 
The upper and lower bearings shall ex- 
tend the full length of the pipe exclusive 
of the socket. 

Sand-Bearing Method 

17. {a) When the sand-bearing method 
is used, the ends of each specimen of pipe 
shall be accurately marked in quarters of 
the circumference prior to the test. 
Specimens shall be carefully bedded in 
sand, above and below, for one fourth 
the circumference of the pipe measured 
on the middle line of the barrel. The 
depth of the bedding above and below 
the pipe at the thinnest points shall be 


one half the radius of the middle line of 

the barrel. 

(6) The sand used shall be clean and 
moist and' shall be such as will pass' a 
4760-micron (No. 4) sieve conforming to 
the requirements of the Standard Speci- 
fications for Sieves for Testing Purposes - 
(A.S.T.M. Designation: Ell).^ The 
sand in the louver bearing shall be loose 
when the pipe is placed. 

(c) The top bearing frame shall not be 
allowed to come in contact with the pipe 
nor with the top bearing plate. The 
upper surface of the sand in the top bear- 
ing shall be struck off level with a 
straightedge and shall be covered with a 
rigid top bearing plate, the lower surface 
of which is a true plane, made of heavy 
timbers or other rigid material, capable of 
distributing the test load uniformly with- 
out appreciable bending. The test load 
shall be applied at the exact center of this 
top bearing plate, in such a manner as to 
permit free motion of the plate in all 
directions. For this purpose a spherical 
bearing is preferred, but two rollers at 
right angles may be used, 

(d) The test may be made without 
the use of a testing machine, by piling 
weights directly on a platform resting 
on the top bearing plate; provided, how- 
ever, that the weights shall be piled sym- 
metrically about a vertical line through 
the center of the pipe, and that the plat- 
form shall not be allowed to touch the 
top bearing frame. 

ie) The frames of the top and bottom 
bearings shall be made of timbers so 
heavy as to avoid appreciable bending by 
the side pressure of sand. The interior 
surfaces of the frames shall be dressed. 
No frame shall come in contact with the 
pipe during the test. A strip of cloth 
may be attached, if desired, to the inside 
of the upper frame on each side, along 
the lower edge, to prevent the escape of 
sand between the frame and the pipe. 
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Absorption Test .. 

Test Specimens 

18. (a) Tlie test specimens slmll be 
sound pieceSy of the full thickness of the 
barrel of the pipCy with ail edges broken, 
and niaj' be irom pipe broken in the 
strength tests. They shall be from 12 to 
20 sq. in. in area, and shall be as nearly 
square as they can be readily prepared. 
They shall be free of observable cracks 
or shattered edges, and shall contain 
laminations and fissures only to the ex- 
tent that these are representative of the 
pipe from which the specimens were 
taken. 

(b) Each specimen shall be marked so 
that it may be identified with the pipe 
used in the strength test from which the 
specimen was taken. The marking shall 
be applied so that the pigment used shall 
cover not more than 1 per cent of the 
total superficial area of the specimen. 

(c) One specimen shall be tested from 
each pipe broken in the strength test. 

Weighing Apparatus 

19. The balance used shall be sensitive 
to 0.5 g. when loaded with 1 kg., and 
weighings shall be read at least to the 
nearest gram. When other than metric 
weights are used, the same degree from 
accuracy shall be obtained. 

Procedure ^ 

20. (a) The specimens shall be dried 
to constant weight in a drier or oven at 
a temperature of not less than 110 C. 
(230 F.). 

{b) The dried specimens shall be 
placed in a suitable wire receptacle, 
packed tightly enough to prevent 
jostling, covered with distilled water or 
rain water, raised to the boiling point 
and boiled for 5 hr., and then cooled in 
water to a final temperature of IS to 
25 C. (59 to 77 F.). When cool, the 
specimens shall be removed from the 


water and allowed to drain for not more 
than 1 min. The superficial moisture 
shall then be removed by a towel or 
blotting paper, and the specimens im- 
mediately weighed. 

Calculation and Report 

21. The absorption of each specimen 
shall be calculated as percentage of the 
initial dry weight. The results shall be 
reported separately for each individual 
specimen, together wdth the average for 
all the specimens tested from the same 
shipment of pipe. 

Acceptance or Rejection on Results 
OE Tests 

Crushing Strength and Absorption 

22. (a) The crushing strength shall 
conform, to the requirements prescribed 
in Table I and the absorption shall not 
exceed 8 per cent, except as provided in 
Paragraphs (5), (c), and (d). 


tablei.-crushing strength REOIHREMENTS 
FOR standard strength CLAY SEWER PIPE. 


Size, in. 

Average Strength, min., lb. 
per linear ft. 

Three- Edge- 
Bearing Method 

Sand-Bearing 

Method 

4 

1000 

1430 

6 

1000 

1430 

8 

1000 

1430 

10 

1100 

1570 

12 

1200 

1710 

15 

1400 

2000 

18 

1700 

2430 

21.... 

2000 

2860 

24 

2400 

3430 

27 

2750 

3930 

30 

3200 

4570 

33 

3500 

5000 

36 

3900 

SS70 


{b) Failure of more than 20 per cent 
of the specimens of a size to conform to 
the requirements of the strength tests or 
the absorption tests or both shall result in 
rejection of all the pipe of that size in 
the shipment or delivery; except that in 
the event of 20 per cent of the specimens 
in any size failing to meet the require- 
ments, the manufacturer or seller may, 
with ' the consent . of the purchaser, 
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furoish for test, without charge, addi- 
tional specimens from the same shipment 
to be selected as specified in Section 11. 
In case more than 80 per cent of the 
specimens tested, including those first 
tested, shall show substantial conform- 
ance for each of the various tests per- 
formed, then the entire shipment or 
delivery for this size shall be accepted; 
otherwise it shall be rejected. 

(c) However, in case of failure of pipe 
to conform to the strength requirements 
under the specified method, and the accur- 
acy of the testing machine is questioned, 
a retest at the request of the manufacturer 
shall be made upon a machine whose ac- 
curacy is known, or the machine 
originally used shall be recalibrated be- 
fore the retest is made. 

(d) 111 addition to the requirements in 
Paragraph (b), failure of 10 per cent or 
more of the individual specimens tested 
to develop 75 per cent of the average 
crushing strength requirements shall be 
cause for the rejection of the shipment, 
but the manufacturer or seller may cull 
the pipe and submit the balance of the 
shipment for retest, and if the shipment 
then conforms to all of the requirements 
of these specifications it shall be ac- 
cepted. 

Sizes and Dbcensions, Workmanship 
AND Finish 

Sizes and Dimensions 

23. Pipe shall be furnished of the 
sizes and of the dimensions, including 
permissible variations, prescribed in Table 
II. When more than one length is per- 
mitted, the purchaser shall indicate, at 
the time of purchase, which lengths shall 
be furnished; unless so indicated, the 
manufacturer shall furnish such lengths 
as he may elect. 

Straightness 

24. Pipes intended to be straight shall 
have a maximum ordinate as measured 


from the concave side of the pipe not to 
exceed | in. per foot of length. 

SaitGlaze 

25. The glaze shall consist of . a con- 
tinuous layer of salt glaze substantially, 
free of large blisters or large pimples . 


TABLE II.—DBIENSIONS OF STANDARD 
STRENGTH CLAY SEWER PIPE. 


Size, 

in. 

Laying Length j 

Maximum Difference in 
Length of Two Oppo- 
site Sides, in. 

Cdtsi-'lc , 
Diainetcr 
of Barrel, 
in. 

Inside 
Diameter ; 
of Socket at 
y in. .^bove 
Base, in. 

Nomi- 
nal, ft. 

Limit 

of 

Minus 
Varia- 
tion/' 
in. 
per 
ft. of 
length 

Min. : 

Max. 

Min. 

Ma.x. , 

4 

2, 234, 3 

H 


4% 

Sit 

SH 

6 3-"s 

6 

2, 3 


^ 1 

7 hin 

734 

8 Mi'': 

8 % 

8 

2, 2M, 3 

M 

Vk i 

9 1 . 4 : 


10 HY 

U 

10 

2, 2H, 3 

H 

He i 

11 34 

12 i 

12 M 1 

ISH 

12 ..... 

2, 2y2, 3 

H 

Pfe i 

13 U 

14 1 

H Pg 

is% 

15 

3, 4 

H 

H ! 

17' Hg 

17 


1934 

IS j 

3, 4 

H 

H \ 

20 54 : 

21 lie i 

22 34 i 

23 

21 

3, 4 


'Ls 1 

' 24 14' 

25 ! 

25 % 1 

26' M 

24 

3, 4 

Vs 

% j 

27 H 

28!^ 

29 % 

30 H 

27 

3, 4 

Vs 

Vg I 

31 

32 p8 

33 

3434 

30 

3, 4 

Vs 

54 1 

34 H 

35 54 1 

; 36 1'2 i 

37 3/1 

33 

3. 4 

Vs 

; 

37 -j's 

38 >'>16 

( 3<) J | 

41 U 

36...., 

3, 4 

Vs 

nk 


42 K j 

43 M 

uu 


Size, 

in. 

Depth of 
Socket, in. 

Thickness of 
Barrel, in. 

Thickness of 
Socket at 

3/2 in from 
Outer End, 
in. 

Nom- 

inal 

Min. 

Nom- 

inal 

Min. 

Nom- 

inal 

Min. 

4 

IH 

1 y 

A 

Kg 

% 

H 

6 

234 

2 

Vs 

Kg 

Vi 

% 

8 

23 ^^ 

234 

U 


% 

H 

10 

2V 

2H 

Vs 


fs 

% 

12 

2 H 

2 1A 

1 

UiG 

% 


15 

2V$ 

2 54 

134 

IPs 

'Ms 

Vs 

18 

3 

2 % 

1 A 

154 

134 

1 34 

21 

3 H 

3 

1 M 

1 54 

1 Kg 

1 54 

24... 

3H 

3 Vs 

2 

114 

134 

1 H 

27 

334 

3M 

234 

2 34 

1% 

1% 

30 

3 '54 

3% 

234 

2 54 

1 J4 

1 % 

33 

3% 

3 Vz 

254 

234 

2 

1 Uffi 

36 

4 

3% 

2M 

254 

2'/r6 

1 14 


** There is no limit for plus variation. 


Not more than 10 per cent of the inner 
surface of any pipe barrel shall be bare 
of glaze except the socket, where it may 
be entirely absent. Glazing shall not be 
required on the outer surface of the 
barrel at the spigot end for a distance 
from the end of the pipe equal to the 
specified depth of socket. There shall 
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:be HD well defined network ^of crazing 
lines or liair cracks. 

Blisters ■ 

26. No blisters shall exceed 3 in, in 
diameter, and no blisters or pimples shall 
project more than | in. above the sur- 
rounding surface of the pipe for sizes up 
to and including 18 in. in internal diam- 
eter. For sizes over 18 in. in internal 
diameter, no blisters shali exceed in 
diameter more than 2 in. per foot of the 
internal diameter of the pipe, nor project 
above the surrounding surface of the 
pipe more than | in. per foot of the 
internal diameter of the pipe. 

Finish of Ends 

27. {a) The ends of the pipes shall be 
square with their longitudinal axis, ex- 
cept as provided in Table II. 

(b) The inner surface of the socket 
and the outer surface of the spigot end of 
the pipe shall be scored by triangular- 
shaped or semicircular-shaped rings 
about I in. in depth. The minimum 
number of scorings shall be as follows: 

Number of 


Size of Pipe, in. min. 

4 and 6 1 

8 and 10 2 

12 to 36 3 


Fittings . 

28. (a) Fittings shall have a plain 
spigot end and a socket end correspond- 
ing in all respects with the dimensions 
specified for pipes of the corresponding 
size. The nominal laying length of T 
and Y branch fittings shall be as follows: 
4-in. fittings, 1 ft.; 6-in. fittings, ft.; 
8 to 36-in. fittings, 3 ft. Tolerances on 
the dimensions of fittings shall be the 
same as for straight pipe. All fittings 
shall conform in finish to the require- 
ments for pipe prescribed in Sections 
25 to 27. 


(b) Slants shall have their spigot ends 
cut at an angle of approximately 60 deg. 
with the longitudinal axis. 

(c) Curves shall be at angles of ap- 
proximately 90, 45, and 30 deg. as re- . 
quired. 

(d) Branches shall be furnished with 
the spur or spurs of the size or sizes 
specified, securely and completely fas- 
tened in the process of manufacture to 
the barrel of the pipe. T-branches and 
double T-branches shall have their axes 
perpendicular to the longitudinal axis of 
the . pipe. Y-branches and double Y- 
branches shall have their axes approxi- 
mately 60 deg. from the longitudinal 
axis of the pipe, measured from the 
socket end. All spurs shall terminate in 
sockets, and the barrel of the spurs shall 
be of sufficient leugth to permit making a 
proper joint when the connecting pipe is 
inserted in the spur socket. 

(e) Channel or split pipe, curves, and 
branches shall be approximate half sec- 
tions of the corresponding size of straight 
pipe and fittings. 

Marking 

29. Each length of pipe over 6 in. in 
diameter shall bear the initials or name 
of the person, company, or corporation 
by whom manufactured, and the location 
of the plant. The markings shall be 
indented on the exterior of the pipe near 
the socket and shall be plainly legible 
for purpose of identification. 

Inspection and Repsction 
Inspection 

30. All pipe shall be subject to inspec- 
tion at the factory, trench, or other point 
of delivery by a competent inspector 
employed by the purchaser. The pur- 
poses of the inspection shall be to cull 

. and reject pipe that, independent of the 
physical tests herein specified, fail to 
conform to the requirements of these 
specifications. 
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Rejection 

31, Pipe shall be subject to rejection 
on' account of any of the following: 

{a) Variations in any dimension ex- 
ceeding the permissible variations given 
in Table IIj 

(b) Fractures or cracks passing 
through the barrel or socket, except that 
a single crack at the spigot end of the pipe 
not exceeding 75 per cent of the depth 
of the socket, or a single fracture in the 
socket not exceeding 3 in. around the 
circumference nor 2 in. lengthwise may 
be permitted, 

(c) Chips or fractures on the interior 
of the pipe exceeding 2 in. in length, 1 in. 
in width, and of a depth more than one 
fourth of the thickness of the shell, 

(d) Blisters that are broken or exceed 
the dimensions specified in Section 26, 


(e) Fire cracks or hair cracks sufficient 
to impair the strength, durability, or 
serviceability of the pipe, 

(/) Variation of more than | in. per 
linear foot in alignment of a pipe 
intended to be straight, 

(g) Glaze that does not conform to 
the requirements specified in Section 
25, and 

(//) Insecure attachment of spurs on 
branches. 

Marking of Rejected Specimens 

32. All pipe accepted may be plainly- 
marked by the inspector. Rejected pipe 
shall not be marked or defaced so as to 
impair their value, but shall be replaced 
by the manufacturer or seller with pipe 
that meets the requirements of these 
specifications, without additional cost to 
the purchaser. 


Tentative Specifications fior 
EXTRA STRENGTH CLAY PIPE' 



A.S.T.M. Designation: C 200 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
siioiild be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1, These specifications cover extra 
strength clay pipe intended to be used 
for the conveyance of sewage, ‘industrial 
wastes, and storm, water* 

Note.— Attention is called to the Tentative 
Specifications for Standard Strength Clay Sewer 
Pipe (A.S.T.M. Designation: C 13)® and the 
Recommended Practice for Laying Sewer Pipe 
(A.S.T,M. Designation: C 12).® 

Class 

2, Pipe manufactured according to 
these specifications shall be known as 
^^Extra Strength Clay Pipe.” 

Materials and Manueactcjre 

Materials and Manufacture 

3, (a) Clay pipe shall be manufac- 
tured from surface clay, fire clay, or 
shale, or a combination of these 
materials. 

ifi) Surface clay is an unconsolidated, 

^ Under tfic standardization procedure of the Society, 
these specifications are under the jurisdiction, of the 
A.S.T.hl, Committee C-4 on Clay Pipe. 

8 Accepted by Committee E-IO on Standards, August 
28, 1014. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


unstratified clay,'^ occurring on the 
surface. 

(c) Fire clay is sedimentary clay'^ of 
low flux content. 

Note. — Fire clay is usually associated with 
coal measures. 

(d) Shale is a thinly stratified, con- 
solidated, sedimentary clay'^ with well- 
marked cleavage parallel to the bedding. 

(e) These materials or any combina- 
tion thereof, when molded into pipe and 
subjected to suitable temperatures, shall 
yield a product that will be strong, dur- 
able, serviceable, free of objectionable 
defects, and shall conform to these speci- 
fications. 

Resistance to Action of Acids 

Tests at Purchaser’^s Option 

4. Tests for resistance to action of 
acids shall be optional with the pur- 
chaser, and shall be made only when 
specified by him in advance or in the 

4 The definitions for the terras “surface clay,” “fire 
clay,” and “shale” are based on the following definition 
for the term “clay”: 

Clay. —'An earthy or stony mineral aggregate consisting 
essentially of hydrous silicates of alumina, plastic when 
sufficiently pulverized and wetted, rigid when dry, and 
vitreous when fired at a sufficiently high temperature. 
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“call for bids.” The purpose of this 
test is to determine the resistance of pipe 

to the action of acids. 

Reagent 

5. When testing with either hydro- 
chloric, nitric, sulfuric, or acetic acid, 
as specified by the purchaser, a 1 acid 
solution shall be used. 

Test Specimens 

6. (a) Whenever possible the test 
specimens shall be selected from pipe 
that previously have been broken in the 
strength test. Each specimen shall be 
not less than 2 by 2 in. in face area and 
equal in thickness to the thickness of 
the barrel of the pipe, and shall weigh 
not more than 200 g. The specimen 
shall be free of cracks or shattered edges. 

(b) At least one specimen shall be 
taken from pipe of each size in the lot or 
shipment being tested and shall be 
marked with graphite crayon with the 
same designation as the pipe from which 
it was taken. The results shall be re- 
ported separately for each individual 
specimen. 

Weighing Apparatus 

7. The balance used in weighing the 
specimen shall be sensitive to 0.01 g. 
when loaded with 200 g. 

Procedure 

8. (a) The specimens to be tested 
shall be dried to constant weight at a 
temperature between 210 and 230- F. 

(b) The specimens, upon reaching con- 
stant weight, shall be suspended and 
completely immersed in the test solution 
at a temperature between 70 and 90 F. 
for a period of 48 hr., then removed from 

s These 1 N solutions should contain, respectively, 36.5, 
63, 49, and 60 g. of the acid per liter of solution. For the 
purpose of these tests the solution can be prepared by 
taking the following volumes of acid and diluting to 1 liter: 
H 2 SO 4 (sp. gr. 1.84), 28.5 ml.; liCl (sp. gr. 1.18), 88.9 ml.; 
HNOa (sp. gr. 1.42), 65 ml.; and glacial acetic acid (sp. 
gr. 1.05), 57.7 ml. 


the solution and carefully and tliorouglily 
washed with hot water, aiiowing, the 
washings to run into the solution in which 
the specimen was immersed. The solu- 
tion shall be filtered and tlie filter \rashed 
with hot wmter, adding the washings to 
the filtrate. To the filtrate siiall be 
added 5 ml. of H 2 SO 4 (sp., gr. 1.84)..- 
The solution shall then be evaporated 
(avoiding loss by spattering) to about 
5 ml, transferred to a porcelain crucible 
(previously ignited to constant weight), 
and heated cautiously to dryness. The 
residue shall then 'be ignited to constant ■ 
weight. 

Calculation 

9. The percentage of acid-soluble 
matter shall be calculated as follow^s: 

R 

Acid-soluble matter, per cent ~ X 100 

where: 

R = weight of the residue in the por- 
celain crucible, and 

W = weight of the dry specimen before 
immersion. 

Acceptance or Rejection 

10. When the test for resistance to 
action of acids is specified, the pipe of each 
size and shipment shall be acceptable 
only when the percentage of acid-soluble 
matter for specimens representing such 
pipe does not exceed 0.25 per cent. 

Physical Test Requirements 
Cmsking Strength T esis 

Test Specimens 

11. (a) The specimens for purpose of 
tests shall be sound, full-size pipe and 
shall be selected by the purchaser or his 
representative at the point or points 
designated by him when placing the order. 

(b) The ' manufacturer or, seller shall 
furnish, wdthout charge, specimens for 
tests, up to 0.5, per cent of the number ,of 
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pipe ill each size of pipe furnished, ex- 
cept that in no case shall less than two 
specimens be furnished. 

Measiiremeiit and Observation of 

Specimens 

12. (a) The specimens shall first be 
• freed from all visible moisture. When 
dry, each specimen shall be measured 
and inspected. The results of these ob- 
servations shall be recorded. 

(b) Defective Specimens , — Specimens 
that are observed to have fire cracks. or 
other defects in form or dimensions, in 
excess of the limits permitted in these 
specifications, shall be discarded and 
replaced with additional specimens from 
the shipment. 

Test Bearings 

13. Pipe shall be tested for crushing 
strength by either the tliree-edge-bearmg 
method or by the sand-bearing method 
as described in Sections 16 and 17. 
Either of the two specified bearing meth- 
ods shall be used on retests as provided 
for in Section 22 (6) and (c). 

Apparatus and Application of Load 

14. {a) Any prime mover or hand 
power device that will apply the load at 
a uniform rate of about 2000 lb. per 
min., or in increments of not more than 
100 lb. at the same rate, may be used in 
making the test. 

{h) The center of the load shall be 
applied to the top bearing block at a 
point distant from the spigot end of the 
pipe equal to one half of the over-all 
length of the pipe. The test load shall 
be applied to the upper bearing block 
in such a way as to leave the bearing free 
to move in a vertical plane passing mid- 
way between the lower bearings. In 
testing pipe that is '‘out of straight/Vthe 
lines of the bearings chosen shall be 
from those which appear to give most 
favorable conditions for fair test. 


(c) The pipe shall be allowed to stand 
under load no longer than is required to 
apply the load and to observe and 
record it. 

{d) The testing machine shall be sub- 
stantial and rigid throughout, so that the 
distribution of the load will not be af- 
fected appreciably by the deformation or 
yielding of any part. The bearings 
shall be sufficiently rigid to transmit and 
receive uniform loads throughout their 
lengths without deflection, and shall be 
so attached to the machine as to transmit 
and receive the maximum loads produced 
by the tests without lost motion, vibra- 
tion, or sudden shock, 

{e) The bearings and the specimen 
shall be accurately centered so as to 
secure a symmetrical distribution of the 
loading on each side of the center of the 
pipe in every direction. 

if) The load shall be applied until the 
pipe yields by cracks passing through the 
shell At the discretion of the inspector 
the loading may be stopped before rup- 
ture of the pipe, provided the load is at 
least equal to the required average 
strength of the pipe. 

Calculation and Report 

15. The crushing strength shall be 
calculated by dividing the breaking load 
or applied load as provided in Section 
14 (f) by the net inside length of the 
barrel of the pipe, measuring from the 
bottom of the socket to the end of the 
spigot. The individual results of the 
tests of pipe of each size or each shipment 
shall be tabulated separately , so as to 
show the percentage that fails to conform 
to the requirements of each test. 

Three-Edge-Bearing Method 

■ 16. When the , three-edge-bearing 
method is used, the ends of each speci- 
men of pipe shall be accurately marked 
in halves of the circumference prior to 
the test. The lower bearings shall con- 
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sist of two wooden strips with vertical- 
sides having their interior top corners 
rounded to a radius of approximately | 
in. The strips' shall be straight and 
shall be securely fastened to a rigid block 
at least 6 by 6 in. in cross-section. The 
. interior vertical sides of the strips shall 
be parallel and spaced a distance apart 
of 1 in. per foot of pipe diameter, but in 
no case less than 1 in. Before the pipe 
is placed, a fillet of plaster of Paris or 
other equalizing material, such as sand 
and sulfur, thick enough to compensate 
for the inequalities of the pipe barrel 
shall be cast on and between the lower 
bearings. The pipe shall be placed on 
the fillet while the plaster of Paris is still 
somewhat plastic. The upper bearing 
shall be a rigid wooden block at least 
6 by 6 in. in cross-section, straight and 
true from end to end. A fillet of piaster 
of Paris thick enough to compensate for 
the inequalities of the pipe barrel shall 
also be cast along the length of the crown. 
The upper bearing shall be brought in 
contact while the plaster of Paris is 
still somewhat plastic. The upper and 
lower bearings shall extend the full 
length of the pipe exclusive of the socket. 

Sand-Bearing Method 

17. (a) When the sand-bearing rnethod 
is used, the ends of each specimen of 
pipe shall be accurately marked in 
quarters of the circumference prior to 
the test. Specimens shall be carefully 
bedded in sand, above and below, for 
one fourth the circumference of the pipe 
measured on the middle line of the 
barrel. The depth of the bedding above 
and below the pipe at the thinnest points 
shall be one half the radius of the middle 
line of the barrel. 

(&) The sand used shall be clean and 
moist and shall be such as will pass a 
4760-micron (No. 4) sieve conforming to 
the requirements of the Standard Speci- 


fications for Sieves for Testing Purposes 
(A.S.T.M. -Designation: E ll).'"^ The 
sand in the lower bearing shall be loose 
when the pipe is placed. 

(c) The top bearing frame shall not be 
allowed to come in contact with the pipe 
nor with the top bearing plate. The 
upper surface of the sand in the top 
bearing shall be struck off level with a 
straightedge and shall be covered with a 
rigid top bearing plate, the lower surface 
of which is a true plane, made of heavy 
timbers or other rigid material, capable 
of distributing the test load uniformly 
without appreciable bending. The test 
load shall be applied at the exact center 
of this top bearing plate, in such a man- 
ner as to permit free motion of the plate 
in all directions. For this purpose a 
spherical bearing is preferred, but two 
rollers at right angles may be used. 

(d) The test may be made without 
the use of a testing machine, by piling 
weights directly on a platform resting on 
the top bearing plate; provided, however, 
that the weights be piled symmetrically 
about a vertical line through the center 
of the pipe, and that the platform shall 
not be allowed to touch the top bearing 
frame. 

(e) The frames of the top and bottom 
bearings shall be made of timbers so 
heavy as to avoid appreciable bending by 
the side pressure of the sand. The in- 
terior surfaces of the frames shall be 
dressed. No frame shall come in con- 
tact with the pipe during the test. A 
strip of cloth may be attached, if de- 
sired, to the inside of the upper frame on 
each side, along the lower edge, to pre- 
vent the escape of sand between the 
frame and the pipe. 

Absorption Test 
Test Specimens 

18. (a) The test specimens shall he 
sound pieces, of the ^ull thickness of the 
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barrel of the pipe^ with all edges broken, 
and may be from pipe broken in the 
strength tests. They shall be from 12 to 
20 sq. in. iii' area, and shall be as nearly 
square as they can be readily prepared. 
They shall be free of observable cracks 
or/ shattered , edges, and shall contain 
laminations and fissures only to the 
extent that these are representative of 
the pipe from which the specimens were 
taken. ' ' 

(5) Each specimen shall be marked so 
that it may be identified with the pipe 
used in the strength test from which the 
specimen was taken. The markings 
shall be applied so that the pigment used 
shall cover not more than 1 per cent of 
the total superficial area of the specimen. 

(c) One specimen shall be tested from 
each pipe broken in the strength test. 

■Weighing Apparatus 

19. The balance used shall be sensitive 
to 0.5 g. when loaded with 1 kg., and 
weighings shall be read at least to the 
nearest gram. When other than metric 
weights are used, the same degree of 
accuracy shall be obtained. 

Procedure 

20. (a) The specimens shall be dried 
to constant weight in a drier or oven at a 
temperature of not less than 110 C. 
(230 F.). 

(b) The dried specimens shall be 
placed in a suitable wire receptacle, 
packed tightly enough to prevent 
jostling, covered with distilled water or 
rain water, raised to the boiling point 
and boiled for 5 hr., and then cooled in 
water to a final temperature of 15 to 25 C. 
(59 to 77 F.). When cool, the specimens 
shall be removed from the water and 
allowed to drain for not more than 1 min. 
The superficial moisture shall then be 
removed by a towel or blotting paper, 
and the specimens immediately weighed. 


Calculation and Report 

21. The absorption of each specimen 
shall be calculated as percentage of the 
initial dry weight. The results shall be 
reported separately for each individual 
specimen, and as averages for the^ pipe of 
each size and for the shipment. 

Acceptance or Rejection on Results 
OF Tests 

Crushing Strength and Absorption 

22. (a) The crushing strength shall 
conform to the requirements prescribed 
in Table I and the absorption shall not 


TABLE I.~CRUSHING STRENGTH RE- 
QUIREMENTS FOR EXTRA-STRENGTH 
CLAY SEWER PIPE. 


Nominal Size, 

Average Strength, min., lb. 
per linear ft. 

Three- Edge- 
Bearing Method 

Sand-Bearing 

Method 

6 

2000 

2850 

8 

2000 

2850 

10 

2000 

2850 

12 

2250 

3200 

15 

2750 

3925 

18 

3300 

4700 

21 

. 3850 

5500 

24 

4400 

6300 

30... 

5000 

7100 

36 

6000 

8575 


exceed 8 per cent, except as provided in 
Paragraphs (5), (c), and (d). 

(5) Failure of more than 20 per cent 
of the specimens of a size to con- 
form -to the requirements of the 
strength tests or the absorption tests or 
both shall result in rejection of all the 
pipe of that size in the shipment or 
delivery; except that in the event of 
20 per cent of the specimens in any 
size failing to meet the requirements, 
the manufacturer or seller may, with the 
consent of the purchaser, furnish for 
test, without charge, additional speci- 
mens from the same shipment to be 
selected as specified in Section 11. In 
case more than 80 per cent of the speci- 


1397 


Speciiications FOR Extra Strength Clay Pipe (C 200 - 44 T) 


mens tested^ including those first tested, 
shall show substantial conformance for 
each of the various tests performed, then 
the entire shipment or delivery for this 
size shall be accepted; otherwise it shall 
be rejected. 

■ ({;) However, in case of failure of pipe 

to conform to the strength requirements 
under the specified method, and the ac- 
curacy of the testing machine is ques- 
tioned, a retest at the request of the 
manufacturer may be, made upon a 
machine whose accuracy is known, or the 
machine originally used shall be recali- 
brated before the retest is made. 

(d) In addition to the requirements in 
Paragraph (b), failure of 10 per cent or 
more of the individual specimens tested 
to develop 75 per cent of the average 
crushing strength requirements shall be 
cause for the rejection of the shipment, 
but the manufacturer or seller may cull 
the pipe and submit the balance of the 
shipment for retest, and if the shipment 
then conforms to all of the requirements 
of these specifications it shall be 
accepted. 

Sizes and Dimensions, Workmanship 
AND Finish 

Sizes and Bimensions 

23 . Pipe shall be furnished of the sizes 
and of the dimensions, including permis- 
sible variations, prescribed in Table II. 
When more than one length is permitted, 
the purchaser shall indicate, at the time 
of purchase, which lengths shall be fur- 
nished; unless so indicated, the manu- 
facturer shall furnish such lengths as 
he may elect. 

Straightness 

24. Pipe intended to be straight shall 
have a maximum ordinate as measured 
from the concave side of the pipe not to 
exceed | in. per foot of length. ■ 


Salt Glaze® 

25. The glaze shall consist of a con- 
tinuous layer of salt glaze substantially 
free of large' blisters or large pimples. 
Not more tha,!!' 10 per cent of the inner 
surface of any pipe barrel shall be bare of 


TABLE II.— DDIENSIONS OF EXTRA-STRENGTH 
CLAY SEWER, PIPE. 


Nom- 

inal 

Size, 

in. 

Laying Length 

Maximum Difference in 
Lcngtli of Two Oppo- 
site Sides, in. 

Outside 
Diameter 
of Barrel,^ 
in. 

Inside 
Diam,eter 
of Socket 
at E '2 In. 

Above 
Base, in. 

Nominal, 

ft. 

Limit 

of 

Minus 
Varia- 
tion,® 
in. 
per 
ft. of 
length 

Min. 

Max. 

Alin. 

I'Alax. 

6 

2, 2M, 3 

H 


I Kf) 

7 ‘/i6 

8 'be 

S 

8 


3 

H 

yk 

9 M 


10 yi 

11 

10 


3 

H 

‘/k 

11 H 

12 

12 

13 U 

12 


3 

H 

% 

13 K 

14 hsG 

13 M 

15 H 

IS 

3, 

4 

H ‘ 

V?. 

1 7 

17 


19 H 

18 

3, 

4 

H 

H 

20 % 

21 316 

22 U 

23 

21 

3, 

4 

H 

Hi 

24 K 

25 

25 yg 

26 H 

24 

3, 

4 

Vs 

% 

27 % 

28 Vz 

29 H 

30' % 

30 

3, 

4 

Vs 


34 

1 35 

MYi 

37 H 

36 

3, 

4 

Vs 


40 % 

i 42 }4 

43 H 

44 M 


Nominal 
Size, in. 

Depth of 
Socket, in. 

Thickness of 
Barrel, in. 

Thickness of 
Socket at 

14 in. from 
Outer End, 
in. 

Nom- 

inal 

Min. 

Nom- 

inal 

Min. 

Nom- 

inal 

Min. 

6 

2H 

2 


% 

H 

hk 

8 

2H 

2U 

Vs 


?16 


10 

2^A 

2% 

1 

>'8 

51? 


12 

2H 

2Vz 

1 

114 1 

M 

‘Mg 

15 

2H 

2 54 

1 |/3 

1 ' 



18 

3 

2M 

1 % 

1 M 

1 Vs 

1 14 

21 

SH 

3 

2H 

2 

154 

1 54 

24 


SVs 

2H 

m 


154 

30 

SVs 

3% 

3 

2M 

1 /'i 

IM 

36 

4 

3M 

SYz 

3M 

2 14 

l?4 


“ There is no limit for plus variation. 

^ The average actual inside diameters of pipe having 
the nominal thickness of barrel shown in Table 11 ma3^ be 
smaller than the noraina! sizes. 


glaze except the socket, where it may be 
entirely absent. Glazing shall not be 
required on the outer surface of the' 
barrel at the spigot end for a distance 
from the end of the pipe equal to the 
specified depth of socket. There shall 


® Unglazed pipe cannot be demanded by the purchaser 
but may be accepted at his discretion. 
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be no well defined network of crazing 
lines or hair cracks. 

Blisters 

26. No blisters shall exceed 3 in. in 
diameter and no blisters or pimples shall 
project more than | in. above the sur- 
rounding surface of the pipe for sizes up 
to and including 18 in. in internal diam- 
eter. For sizes over 18 in. in internal 
diameter no blisters shall exceed in di- 
ameter more than 2 in. per foot of the 
internal diameter of the pipe, nor project 
above the surrounding surface of the 
pipe more than | in. per foot of the in- 
ternal diameter of the pipe. 

Finish of Ends 

27. (a) The ends of the pipe shall be 
square with their longitudinal axis, ex- 
cept as provided in Table II. 

(5) The inner surface of the socket and 
the outer surface of the spigot end of 
the pipe shall be scored by triangular- 
shaped or semicircular-shaped rings 
about I in. in depth. The minimum 
number of scorings shall be as follows: 

Number of 
Scorings, 


Size of Pipe, in. min. 

6 ..... 1 

8 and 10... 2 

12 to 21 3 

24 and 30 4 

36 5 


Fittings 

28. (a) All T and Y branches shall 
terminate in sockets, and the distance 
from the spigot end of branch fittings 
to the junction of a spur shall be sufficient 
to permit acceptable jointing to adjacent 
pipe. The nominal laying length of T 
and Y branch fittings shall be as follows: 
6-in. fittings, 1| ft.; 8 to 36-in, fittings, 
3 ft. Tolerances on the dimensions of 
fittings shall be the same as for straight 
pipe. All fittings shall conform in finish 
to the requirements for pipe prescribed 
in Sections 25 to 27. 


(b) Slants shall have their spigot ends 
cut at an angle of approximately 60 
deg. with the longitudinal axis. 

(c) Curves shall be at angles of ap- 
proximately 90, 45, and 30 deg. as re- 
quired. 

(d) Branches shall be furnished with 
the spur or spurs of the size or sizes speci- 
fied, securely and completely fastened in 
the process of manufacture to the barrel 
of the pipe. T-branches and double 
T-branches shall have their axes per- 
pendicular to the longitudinal axis of the 
pipe. Y-branches and double Y- 
branches shall have their axes approxi- 
mately 60 deg. from the longitudinal axis 
of the pipe, measured from the socket 
end. All spurs shall terminate in 
sockets, and the barrel of the spurs shall 
be of sufficient length to permit making a 
proper joint when the connecting pipe is 
inserted in the spur socket. 

(e) Channel or split pipe, curves, and 
branches shall be approximate half sec- 
tions of the corresponding size of straight 
pipe and fittings. 

Marking 

29. Each length of pipe shall bear the 
initials or name of the person, company, 
or corporation by whom manufactured, 
the location of the plant, and the symbol 
“ES.’’ The markings shall be indented 
on the exterior of the pipe near the socket 
and shall be plainly legible for purpose of 
identification. 

Inspection and Rejection 

Inspection 

30. All pipe shall be subject to inspec- 
tion at the factory, trench, or other point 
of delivery by a competent inspector 
employed by the purchaser. The pur- 
poses of the inspection shall be to cull 
and reject pipe that, independent of the 
physical tests herein specified, fail to 
conform to the requirements of these 
specifications. 
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Rejection 

31. Pipe shall be subject to rejection 
on account of any of the following: 

(a) Variations in any dimension ex- 
ceeding the permissible variations given 
in Table II, 

(b) Fractures or cracks passing 
through the barrel or socket, except that 
a single crack at the spigot end of the 
pipe not exceeding 75 per cent of the 
depth of the socket, or a single fracture 
in the socket not exceeding 3 in. around 
the circumference nor 2 in. lengthwise 
may be permitted, 

(^) Chips or fractures on the interior 
of the pipe exceeding 2 in. in length, 1 in. 
ill width, and of a depth more than one 
fourth of the thickness of the shell, 

(d) Blisters that are broken or exceed 
the dimensions specified in Section 26, 


(e) Fire cracks or hair cracks sufficient 
to impair the strength, durability, or 
serviceability of the pipe, 

(f) Variation of more than | in. per 
linear foot in alignment of a pipe in- 
tended to be straight, 

(g) Glaze that does not conform to 
the requirements specified in Section 25, 
and 

(h) Insecure attachment of spurs on 
branches. 

Marking of Rejected Specimens 

32. All pipe accepted may be plainly 
marked by the inspector. Rejected pipe 
shall not be marked so as to be defaced 
or to impair their value, but shall be 
replaced by the manufacturer or seller 
with pipe that meets the requirements of 
these specifications, without additional 
cost to the purchaser. 
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HIGHWAY OFFICIALS STANDARD 
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Te?itaiive Method of Test for 

SOUNDNESS OF AGGREGATES BY USE OF SODIUM SULFATE 
OR MAGNESIUM SULFATE^ 


w* 

A-S.T.M. Designation: C 88 - 45 T 
Issued, 1931; Revised, 1932, 1935, 1937, 1939, 1941, 1944, 1946;-^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method covers the procedure 
to be followed in testing aggregates to 
determine their resistance to disinte- 
gration by saturated solutions of sodium 
sulfate or magnesium sulfate. -It fur- 
nishes information helpful in judging 
the soundness of aggregates subject to 
weatiiering action, particularly when 
adequate information is not available 
from service records of the material 
exposed to actual weathering conditions. 
Attention is called to the fact that test 
results by the use of the two salts differ 
considerably and care must be exercised 
in fixing proper limits in any specifica- 
tions which may include requirements 
for these tests. 

Apparatus 

2. The apparatus shall consist of the 
following: 


1 Under tbe standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

* Latest revision accepted by the Society at annual 
meeting, June, 1946. 


(a) Sieves . — Sieves wdth square open- 
ings of the following sizes conforming to 
the Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M. Designa- 
tion: E 11) of the American Society for 
Testing Materials,® for sieving the sam- 
ples in accordance with Sections 4 and 5: 



Fine Series 

Coarse Series 

No. 100 (149 micron) 

I in. 

No. 

50 (297 micron) 

f in. 

No. 

30 (590 micron) 

li in. 

No. 

16 (1190 micron) 

2| in. 

No. 

8 (2380 micron) 

larger sizes by 

No. 

4 (4760 micron) 

1-in. spread. 


(b) Containers . — Containers for im- 
mersing the samples of aggregate in the 
solution, in accordance with the pro- 
cedure described in this method, shall 
be perforated in such a manner as to 
permit of free access of the solution to 
the sample and of drainage of the solu- 
tion from the sample without loss of 
aggregate. The volume of the solution 


» Seep. 1237. 
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in which samples are immersed shall be 
at least ive times the volume of the 
sample immersed at any one time. 

Note. — Baskets made of suitable wire mesh 
or sieves with suitable openings are satisfactory 
containers for the samples. 

{c) Temperature Regulation. — Suitable 
means for regulating the temperature 
of the samples during immersion in the 
sodium sulfate or magnesium sulfate 
solution shall be provided. 

(d) Balances. — For weighing fine ag- 
gregate, a balance having a capacity of 
not less than 500 g., sensitive to at least 
0.1 g., shall be used; for weighing coarse 
aggregate, a balance having a capacity 
of not less than 5000 g., sensitive to at 
least 1 g., shall be used, 

(e) Drying Oven. — The drying oven 
shall provide a free circulation of air 
through the oven and shall be capable 
of maintaining a temperature of 105 to 
HO C. (221 to 230 F.). 

Special Solutions Required 

3. (a) Sodium Sulfate Solution. — The 
saturated solution of sodium sulfate 
shall be prepared by dissolving a c.p., 
U.S.P,, or equal grade of the salt in 
water at a temperature of 25 to 30 C. 
(77 to 86 F.). Sufficient salt (Note 1), 
of either the anhydrous (Na2S04) or 
the crystalline (Na2S04 *101120) form,^ 
shall be added to insure not only satura- 
tion but also the presence of excess crys- 
tals when the solution is ready for use in 
the tests. The mixture shall be thor- 
oughly stirred during the addition of the 
salt and the solution shall be stirred at 
frequent intervals until used. The solu- 
tion shall be cooled to a temperature of 
21 dz 1 C. (70 dz 2 F.) and maintained 

^ Experience with the test method indicates that a 
grade of sodium sulfate clesignated by the trade as dried 
owder, which may be considered as approximately an- 
ydrous, is the most practical for use. That grade is more 
economically available than the anhydrous form. The 
decahydrate sodium sulfate presents difficulties in com- 
pounding the required solution on account of its cooling 
effect on the solution. 


at that temperature for at least 48 hr. 
before use; it shall be thoroughly stirred 
immediately before use and, when usedi 
shall have 'a specific gravity ot not less 
than 1.151 and not greater than 1.174. 

Note 1 . — For the solution, 2.15 g. of anhy- 
drous salt or 700 g. of the decaitydrate per liter of 
w*ater are suf&dent for saturation .at, 22 C. 
However, since these salts are not completely 
stable and since it is desirable that an excess 
of crystals be present, the use of not less than 
350 g. of the anhy^drous salt or 750 g. of the 
decahydrate salt per liter of \vater is recom- 
mended. 

(b) Magnesium Sulfate S oiniion. — ’The 
saturated solution of magnesium sulfate 
shall be made by dissolving a c.p., 
U.S.P., or equal grade of the salt in 
water at a temperature of 25 to 30 C. 
(77 to 86 F.). Sufiicient salt (Note 2), 
of either the anhy^drous (MgS04) or 
the crystalline (MgS04*7Ii20) (Epsom 
Salt) form, shall be added to insure 
saturation and the presence of excess 
crystals w^hen the solution is ready for 
use in the tests. The mixture shall be 
thoroughly stirred during the addition 
of the salt and the solution shall be 
stirred at frequent intervals until used. 
The solution shall be cooled to a tem- 
perature of 21 zfc 1 C. (70 dz 2 F.) and 
maintained at that temperature for at 
least 48 hr. before use; it shall be thor- 
oughly stirred immediately before use 
and, when used, shall have a specific 
gravity of not less than 1.295 and not 
more than 1.308. 

Note 2. — For the solution, 350 g. of anhy- 
drous salt or 1230 g. of the lieptahydrate per 
liter of -svater are sufficient for saturation at 23 C. 
However, since these salts are not completely 
stable, with the hydrous salt being the more 
stable of the t^vo, and since it is desirable that 
an excess of crystals be present, it is recom- 
mended that the heptahydrate salt be used and 
in an amount of not less than 1400 g. per liter 
of water. 

Samples 

4. (a) Fine Aggregate.— -fine aggre- 
gate for the test shall be passed through 
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a f-in. sieve* The sample shall be of 
sudi size that it will yield not less than 
100 g. of each o| the following sizes, 
which shall be available in amounts of 
5 per cent or more, expressed in terms of 
the following sieves : 

Retained on Sieve Passing Sieve 

No. SO C 297 micron) No. 30 ( S90 micron) 

No. 30 0590 micron) No. 16 (1190 micron) 

No. 16 (1190 micron) No. 8 (2380 micron) 

No. 8 (2380 micron) No. 4 (4760 micron) 

No. 4 (4760 micron) 54 in* 

(b) Coarse Aggregate . — Coarse aggre- 
gate for the test shall consist of material 
from which the sizes finer than the No. 4 
(4760-micron) sieve have been removed. 
Such sizes shall be tested in accordance 
with the procedure for fine aggregate. 
The sample shall be of such a size that 
it will yield not less than the following 
amounts of the different sizes, which 
shall be available in amounts of 5 per 
cent or more: 


Size 

(Square-Opening Sieves) 

No. 4 to I in 300 g. 

I to i in 1000 g. 

Consisting of: 

I to |-in. materiai 33 per cent 

I to f-in. material 67 per cent 

I to If in — 1500 g. 

Consisting of : 

f to 1-in. material 33 per cent 

1 to l|-in. material 67 per cent 

l|to2fin 3000 g. 

Consisting of: 

1| to 2-in. material 50 per cent 

. 2 to 2f-m. material 50 per cent 

Larger sizes by 1-in. spread in 
sieve size, each fraction 3000 g. 


AUernate A . — If the grading of the 
sample makes the following sizes more 
appropriate, they may be used: 


Size 

(Square-Opening Sieves) 

No. 4 to in 300 g. 

f to 1 in 1500 g. 

Consisting of: 

I to |-in. material 33 per cent 

f to l-in. material 67 per cent 

1 to 2 in 3000 g. 

Consisting of: 

1 to l-|-in. materiai 50 per cent 

1} to 2-in. material ... . . 50 per cent 

Larger sizes by l-in. spread in 
sieve size, each fraction. . . . . . . 3000 g. 


Alternate B . — ^\¥hen it is desired to 
test coarse aggregate in narrower size 
ranges than provided above, the follow- 
ing sizes (Note) may be used: , 


Size 

(Square-Opening Sieves) 

No. 4 to I in 300 g. 

t to i in 500 g. 

to I in 750 g. 

i to 1 in 1000 g. 

1 to If in 1500 g. 

If to 2 in 2000 g. 

Larger sizes by l-in. spread in sieve 
size, each fraction 3000 g. 


Note. — It should be noted that testing closely 
sized aggregates such as these constitutes a 
more severe test than testing a graded aggre- 
gate, and this fact should be taken into account 
in establishing limits in writing specifications. 

{c) Should the samples contain less 
than 5 per cent of any of the sizes speci- 
fied in Paragraph (a) or (6), that size 
shall not be tested, but, for the purpose 
of calculating the test results, it shall be 
considered to have the same loss in 
sodium sulfate or magnesium sulfate 
treatment as the average of the next 
smaller and the next larger size, or if one 
of these sizes is absent, it shall be con- 
sidered to have the same loss as the 
next larger or next smaller size, which- 
ever is present. 

Preparation of Test Sample 

5. (a) Fine Aggregate . — The sample 
of fine aggregate shall be thoroughly 
washed on a No. 50 (297-micron) sieve, 
dried to constant weight at 105 to 110 
C. (221 to 230 F.), and separated into 
the different sizes by sieving, as follows: 
Make a rough separation of the graded 
sample by means of a nest of the stand- 
ard sieves specified in Section 4 {a). 
From the fractions obtained in this 
manner select samples of sufficient size 
to yield 100 g. after sieving to refusal. 
(In general, a 110-g, sample will be 
sufficient.) Fine aggregate sticking in 
the meshes of the sieves shall not be 
used in preparing the samples. Sam- 
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pies consisting of 100 g. shall be weighed 
out of each of the separated fractions 
after final sieving and placed in separate 

containers for the test. 

(b) Coarse Aggregaie.~~The sample of 
coarse aggregate shall be thoroughly 
washed and dried to constant weight at 
105 to 110 C. (221 to 230 F.) and shall 
be separated into the different sizes 
shown in Section 4 (&) by sieving to 
refusal. The proper weight of sample 
for each fraction shall be weighed out 
and placed in separate containers for 
the test. In the case of fractions coarser 
than the f-in. sieve, the number of 
particles shall be counted. 

(c) Ledge Rock. — For testing ledge 
rock, the sample shall be prepared by 
breaking it into fragments reasonably 
uniform in size and shape and weighing 
approximately 100 g. each. The test 
sample shall weigh. 5000 g. zb 2 per cent. 
The sample shall be thoroughly washed 
and dried previous to test as described 
in Paragraph (6). 

Procedure 

6. (a) Storage of Samples in Solution. 
—The samples shall be immersed in the 
prepared solution of sodium sulfate or 
magnesium sulfate for not less than 16 
hr. nor more than 18 hr. in such a manner 
that the solution covers them to a 
depth of at least | in. (Note 1). The 
containers shall be covered to reduce 
evaporation and prevent the accidental 
addition of extraneous substances. The 
samples immersed in the solution shall 
be maintained at a temperature of 21 
zb 1 C. (70 zb 2 F.) for the immersion 
period. . 

Note. 1. — SuitabN weighted wire grids placed 
over the sample in the containers will permit 
this coverage to be achieved with very light- 
weight aggregates. 

(5) Drying Samples After Immersion, 
— After the immersion. ' period the ag- 
gregate sample shall be removed from 


the solution, permitted to , drain, and 
placed in the drying ' oven. The tem- 
perature of the , oven shall have .been 
brought previously to 105 to, 110 C. 
(221 'to 230 F.). Care shall be exercised 
to avoid loss' of any of the aggregate 
particles or, in the case of fine aggre- 
gate,, of detritus coarser than a No. 
100 (149-micron) sieve (Note 2). The 
samples shall be dried to constant weight 
at the specified temperature.. After 
drying, the samples shall be allowed to 
cool to room temperature, when they 
shall again be immersed in the pre- 
pared solution as described in Para- 
graph (a). 

Note 2. — In the case of coarse aggregate the 
detritus should also be saved if the complete 
anal}' sis suggested in the Note in Section 7 (6) 
is made. 

(c) Number of Cycles. — The process 
of alternate immersion and drying shall 
be repeated until the required number 
of cycles is obtained. 

Quantitative Examination 

7, The quantitative examination 
(Note) shall be made as follows: 

(a) After the completion of the final 
cycle and after the sample has cooled, 
the sample shall be washed free from 
the sodium sulfate or magnesium sulfate 
as determined by the reaction of the 
wash water with barium chloride 
(BaCls). 

(b) After the sodium sulfate or mag- 
nesium sulfate solution has been re- 
moved, each fraction of the sample shall 
be dried to constant weight at 105 to 
HOG. (221 to 230 F.), weighed, and, 
except in the case of ledge rock, sieved 
over the same sieve- on which it -was re- 
tained before the test. The particles 
retained on this sieve shall be weighed 
and the weight recorded. 

Note. — In addition to the procedure de- 
scribed in Paragraphs (a) and (&), it is suggested 
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that additional information of value will be ob- 
tained by examining each fraction visually in or- 
der to determine whether there is any evidence of 
excessi.ve spilt ting of the grains. ' It is suggested 
also that additional information of value will be 
obtained if, after treating each separate fraction 
of the. .sample as described in Paragraph (b), 
ail skes, inciiiding detritus, are combined and 
a' sieve analysis made using a co.mp.lete set of 
sieves for the determination of the fineness 
mod,uius. ■ The results of the sieve analysis 
shall be .recorded as cumulative percentages 
retained on each sieve. 


which have not broken into three or 

more pieces. 

Qualitative Examination 

8. (a) Fractions of samples coarser 
than f in. shall be examined qualita- 
tively after each immersion and quanti- 
tatively at the completion of the test. 

(b) The qualitative examination and 
record shall consist of two parts: (/) 
observing the effect of the action (Note) 


TABLE L-SUGGESTEI) FORM FOR RECORDING TEST DATA (WITH ILLUSTRATIVE TEST VALUES). 


Percentage I 


Sieve Size 

Grading of 
Original 

Weight of 
Test Frac- 

Passing 
Finer Sieve 

Weighted 

Average 


Passing 


Retained on 

Sample, 
per cent 

tions Betore 
Test, g. 

(Actual 

Percentage 

(Corrected 

Percentage 

Loss) 







Loss) 

Soundness Test of Fine Aggregate 

No, 100 fl-' 

s9 micron) 



5.0 




No. .=50 (20! 

? micron) 


No. 100 (149 micron) 

11.4 




No, 3(> 

) micron) 


No. 50 (297 micron) 

26.0 

1 ibd 

4.2 

i 1.09 

No. Ih 'll- 

<’U niicroii) 


i No. 30 (590 micron) 

25.2 

i 100 

4.8 

1,21 

No. 8 (238{ 

} microri) 


‘ No. 16 (1190 micron) 

17.0 

100 

8.0 

1.36 

No. 4 

) micron) 


No. 8 (2380 micron) 

10.8 

100 

11.2 

1.21 

% in....... 



No. 4 (4700 micron) 

4.6 


11. 

0.S2 

Totals. 

i ' ■ * ’ 

100.0 

400 


S.39 


Soundness Test of Coarse Aggregate 


2?/'2 in.. 

11/2 in 

20.0 

300(y' 1 

4.8 

0.96 

11*2 in 

j in 

45.0 

1500^ 

8.0 

3.60 

in.. 


23.0 

lOOO'^ 

9.6 

2.20 

^"8 in 


12.0 

300^^ 

11.2 

1.34 

Totals. ' 1 

100.0 

5800 


S.IO 


The percentage loss (11.2 per cent) of the next smaller size is used as the percentage loss for this size, since this size 
containii less than 5 per cent of the original sample as received. See Section 4 (c). 

® Minimum amounts; larger samples may be used. 


(c) Allermthe Procedure , — After the 
scdium sulfate or magnesium sulfate solu- 
tion has been removed, each fraction of the 
sample shall be dried to constant weight 
at 105 to 110 C, (221 to 230 F.), weighed, 
and, except in the case of ledge rock, 
sieved over a sieve having square open- 
ings one half the size of the sieve on which 
the material was originally retained. The 
particles retained , on this sieve shall be 
weighed and the,- weight recorded.' 

(d) In the case of ledge rock the loss 
in weight shall be determined by sub- 
tracting from the original weight of the 
sample the final weight of all fragments' 


by the sodium sulfate or magnesium 
sulfate solution and the nature of the 
action, and {2) counting the number of 
particles affected. 

Note. — Many types of action may be ex- 
pected. In general, they may be classified as 
disintegration, splitting, crumbling, cracking, 
flaking, etc. 

While only particles larger than f in. .in 
size are required to be examined qualitatively, it 
is recommended that examination of the smaller 
sizes . be ' made in order to. determine mdiether 
there is any evidence of excessive sp.litting. 

Report 

9. The report shall include the follow- 
ing data (Note): 
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{a) Weight of each fraction of each 
sample before test. 

(5) Except in the case of ledge rock, 
material from each fraction of the 
sample finer than the sieve on which the 
fraction was retained before test ex- 
pressed as a percentage by weight of the 
fraction. 

(c) Weighted average calculated from 
the percentage of loss for each fraction, 
based on the grading of the sample as 
received for examination or, preferably, 
on the average grading of the material 
from that portion of the supply of which 
the sample is representative. In these 
calculations sizes finer than the No. 50 
sieve shall be assumed to have 0 per 
cent loss. 


(<0 In the case of particles coarser 
than f in. before test: ij) The nmiiber 
of particles in each fraciion before test, 
and {2) the number of particles affected, 
classified as to number disintegrating, 
splitting, crumbling, crackmg, flaking, 
etc. 

{e) In the case of ledge rock : (i) The, 
percentage of loss calculated as described 
in Section 7 {d) and {2) the number of 
pieces affected, classified as to iiuiiiber 
disintegrating, splitting, crumbling , 
cracking, flaking, etc. 

(/) Character of solution (sodium or 
magnesium sulfate). 

Note. — Table I, shown with test values 
inserted for purpose of illustration, is a suggested 
form for recording test data. The test values 
shown might be appropriate for either salt, 
depending on the quality of the aggregate. 



Tentative Method of Test for 
SURFACE MOISTURE IN FINE AGGREGATE^ 



A.S.T.M. Designation: C 70 - 44 T 
Issued, 1944.2 


This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test covers a pro- 
cedure for determining, in the field, the 
amount of surface moisture in fine ag- 
gregate by displacement in water. The 
accuracy of the method depends upon 
accurate information on the bulk specific 
gravity of the material in a saturated 
surface-dried condition. The same pro- 
cedure, with appropriate changes in the 
size of sample and dimensions of the 
container, may be applied to coarse 
aggregate. 

Apparatus 

2, The apparatus shall consist of the 
following: 

io) Balance . — A balance having a 
capacity of 2 kg. or more and sensitive 
to 0.5 g. or less. 

{h) Flash . — A suitable container or 
flask, preferably of glass or noncorrosive 
metal. The container may be a pycnom- 

Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

2 Prior to its present publication as tentative, this 
method was published as tentative from 1927 to 1930, being 
revised in 1928 and 1930. It was adopted in 1930, pub- 
lished as standard from 1930 to 1944, but was withdrawn, 
revised, and republished as tentative in 1944. 


eter, a volumetric flask, a graduated 
volumetric flask or other suitable meas- 
uring device. The volume of the 
contpaner shall be from 2 to 3 times the 
loose volume of the sample. The con- 
tainer shall be so designed that it can be 
filled to mark, or the volume of its con- 
tents read, within 0.5 ml or less. 

Sample 

3. A representative sample of the fine 
aggregate to be tested for surface mois- 
ture content shall be selected. It shall 
weigh not less than 200 g. Larger sam- 
ples will yield more accurate results. 

Procedure 

4. (a) The surface water content may 
be determined either by weight or 
volume. In each case the test shall be 
made at a temperature range of 65 to 
85 F. 

{h) Determination by Weight . — The 
container shall be filled to mark with 
water and the weight in grams deter- 
mined. , The container , shall then be 
emptied. Enough water shall then be 
placed in the container to cover the sam- 
ple, after which the sample of fine ag- 
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gregate shall be introduced into the 
container and the entrained air removed. 
The container -shall then be filled to the 
original mark and the weight in grams 
determined. The amount of water dis- 
placed by the sample shall be calculated 
as follows: 

F. = Wc .-f - W ' 

where: 

Vs = weight of water displaced by sam- 
ple, in grams, 

Wc — weight of container filled to mark 
with water, in grams, 

Ws = weight of sample, in grams, and 
W = weight of container and sample, 
filled to mark with water, in 
grams. 

(c) Determination hy Volume . — A vol- 
ume of water sufficient to cover the 
sample shall be measured in milliliters 
and placed in the container. The 
weighed sample of fine aggregate shall 
then be admitted into the container and 
the entrained air removed. The com- 
bined volume of the sample and the 
water shall be determined by direct 
reading when a graduated flask is used. 
When a pycnometer or volumetric flask 
of known volume is used, the combined 
volume of the sample and the water shall 
be determined by filling to the mark with 
a measured volume of water and sub- 
tracting this volume from the volume of 
the container. The amount of water dis- 
placed by the sample shall be calculated 
as follows: 

^ V 2 - V 

where: 

Fs = volume of water displaced by 
sample, in milliliters, 

F 2 = combined volume of sample and 
water,' in milliliters, .and 
Vi == volume of water required to cover 
sample, in milliliters. 

Calculation 

5. Tlie percentage of surface moisture 
in terms of the saturated surface-dry 
fine aggregate and in terms of the weight 


of wet fine aggregate shall be calculated 

as follows:^ 


Pi = 


F. 

IF, - Vs 


X 100 


P 2 


Vs - Vd 
Ws - Va 


X 100 


where: 

Pi = surface moisture in terms of satu- 
rated surface-dry fine aggre- 
gate, in per .cent, 

P 2 , — surface moisture in terms , of the 
■ weight of wet .fine aggregate, 
in per cent, 

Vd == the weight of the sample {Ws in 
Section 4 (b)) divided by the 
bulk specific gravity of the fine 
aggregate in a saturated sur- 
face-dried condition, deter- 
mined as prescribed in the 
Standard Method of Test for 
Specific: , Gravity and Ab- 
sorption of Fine Aggregate 
(A.S.T.M. Designation: € 128,)' 

Vs = weight of water displaced, in 
grams, and ■ 

Ws = weight of sample, in grams. 


* These formulas are readily derived from basic rela 
tionships. For convenience express Pi in terms of tli 
ratio r, that is, the ratio of the weight of surface moisture 
to the weight of the saturated, surface-dry sample. It 
follows that: 

14-r 

...( 1 ) 

1 + 

If G is bulk specific gravity of the saturated-surface 
dry fine aggregate, then 

where the first term gives the water displaced by the 
saturated-surface-dry fine aggregate and the second 
that displaced by the surface moisture. 

FromEq. 2: 

Ws __ Fa — IF® 

l + r ■" 

G 

By definition, 

(4) 

Substituting for aiidJFs in Eq. 1 and simplifying, 

' = ■•••••••cy 

The formula for Pa may be derived by similar reason- 
ing, or directly from that for Pi since. 

Vs - Vd 

Pj = X 100 (6) 

1 4- iCLEl-IP 

* Appears in this publication, see Contents in ISriimeric 
Sequence of A.S,T.M. Designations at front of book. 



Tentative Dejinition of 

THE TERM AGGREGATE* 



A.S.T.M. Designation: C 58 - 28 T 

Issued, 1926; Revised, 1928.2 

This Tentative Definition has been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 

Aggregate. — In the case of materials of construction, designated inert material 
which when bound together into a conglomerated mass by a matrix forms 
concretes, mastic, mortar, plaster, etc. 

1 Under the standardization procedure of the Society, this definition is under the jurisdiction of the 
A.S.T.M. Committee E-S on Nomenclature and Definitions. 

2 This definition is in effect a tentative revision of and, when adopted, is intended to be added to the 
Standard Definition of the Term Sand (A.S.T.M. Designation: C 58 28), see p. 477. 


1408 


Tentative Definitions of 

TERMS RELATING TO CONCRETE AND CONCRETE 

AGGREGATES^ 



A.S.T.M. Designation: C 125 - 46 T 

Issued, 1946.^ 

These Tentative Definitions have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


The following definitions apply to port- 
land cement concrete although some of 
them may have wider application. 

Admixture. — A material other than portland 
cement, aggregate or water, that is used 
as an ingredient of concrete, including ma- 
terials added to the batch before or dur- 
ing mixing and materials interground with 
the clinker for the purpose of affecting the 
properties of concrete, excepting gypsum 
used in the normal manufacture of cement. 
Blast-Furnace Slag. — The no nmetaliic prod- 
uct consisting essentially of silicates and 
alumino-silicates of lime, and of other 
bases, which is developed simultaneously 
with iron in a blast furnace. 

Crushed Gravel. — The product resulting 
from the artificial crushing of gravel 
with substantially all fragments having 
at least one face resulting from fracture. 


5 Under the standardization procedure of the Society, 
there definitions are under the jurisdiction of the A.S.T.M. 
Corn-mittee C-9 on Concrete and Concrete Aggre?;ates, 
'’Accepted b 3 r the Society at annual meeting, June, 1946. 
Prior to their present puiilication as tentative, these 
definitions were published as tentative from 1936 to 1939. 
They were adopted in 1939 and published as standard 
from 1939 to 1946, being revised in 1944. The definitions 
were revised and republished as tentative in 1946. 


Crushed Stone. — The product resulting from 
the artificial crushing of rocks, boulders 
or large cobblestones, substantially aU 
faces of which have resulted from the 
crushing operation. 

Elongated Piece. — One in which the ratio 
of the length to width of its circumscrib- 
ing rectangular prism is greater than . a 
specified value. 

Fineness Modulus. — An empirical factor ob- 
tained by adding the total percentages of 
a sample of the aggregate retained on each 
of a specified series of sieves, and dividing 
the sum by lOO. 

Note. — The sieve sizes used are No. 100 
(149-micron), No. SO (297-micron), No. 30 
(590-micron), No. 16 (1190-niicron), No, 8 
(2380-micron), and No. 4 (4760-micron) and 
I in., I in., 1| in., and larger, increasing in the 
ratio of 2 to 1. 

Flat Piece. — One in which the ratio of the 
width to thickness of its circumscribing 
rectangular prism is greater than a spec- 
ified value. 

Gravel. — ^The coarse granular material, larger 
than sand, resulting from the erosion of 
rock by natural agencies. 
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.Water-Cement Ratio.—Tlie ratio of the 
amount of water, exclusive only of that 
absorbed by the aggregates, to the 
amount of cement in a concrete mixture. 
This ratio is variously stated as follows: 


(1) by bulk volume of cement (assuming 
cement to weigh 94 Ib. per cu. it) ; (2) 
by absolute volume of cement; (3) by 
w’-eight; and (4) in terms of gallons of 
water per 94 lb. sack of cement. 


1 


Tentative Method of Test for 

AIR CONTENT (VOLUMETRIC) OF FRESHLY MIXED 

CONCRETEi 

A.S.T.M. Designation: C 173 - 42 T 

Issued, 1942.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 



Scope 

1. This method of test covers the 
procedure for determining the quantity 
of air entrained in freshly mixed con- 
crete or mortar. 

Note. — This method is believed to be ade- 
quate for all ordinary types of concrete and 
mortar, except that some types of masonry 
mortar, particularly those containing soap- 
forming materials, may not permit air deter- 
minations to be made with the same degree of 
accuracy that may be expected in tests of 
concrete. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Pycnometer . — A pycnometer, or 
weighing vessel, preferably cylindrical 
in shape and having a height between 
two and three times the diameter. 
The capacity shall be between 3 and 
4 liters (Note). The pycnometer shall 
be fitted with a flat, watertight cover 
and a suitable quick-acting clamp 
for holding it firmly in place. A 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

* Accepted by the Society at annual meeting, June, 
1942. 


flat piece of plate glass at least | 
in. in thickness, having a width 
somewhat less and a length somewhat 
greater than the diameter of the pyc- 
nometer, and having a sharp gaging 
point about 1 in. in length attached to 
the center of one face, shall be provided 
for gaging the volume of the pycnometer 
at a definite height above the bottom. 
For accuracy of this measurement the 
top edge and the outside surface of the 
bottom of the pycnometer shall be 
machined to true planes perpendicular 
to the axis of the cylinder. 

Note. — For concrete containing aggregates 
of maximum size greater than IJ in., a larger 
size pycnometer is desirable. A pycnometer of 
2 liters capacity should be satisfactory for 
mortar. 

{h) Balance. — k solution balance, or 
one of the suspended pan type, sensitive 
to 0.5 g. and having a capacity of 10 kg., 
or more, as may be required. 

{c) Weights . — Calibrated weights for 
the balance, such that any combination 
of weights in the desired range will be 
correct within 1 g. 

{d) Measure.— k calibrated cylin- 
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drical measure of suitable size, prefer- 
ably of 0.1 cu, ft. capacity, fitted with a 
flat glass cover ! in. or more in thickness 
and having a diameter or width 1 to 
2 in. greater than the diameter of the 
measure. 

(e) Thermometer, — A calibrated ther- 
mometer, such that readings in the 
•neighborhood of room temperature will 
be correct within 0.2 C. 

(f) Syringe, — k rubber syringe for ad- 
justing water levels and for rinsing. 

(g) Spray Nozzle . — ^A fine spray 
nozzle (insecticide t>^e) on a hose at- 
tached to a water tap. 

Calibration of Pycnometer and Measure 

3. (a) The pycnometer and measure, 
cleaned and dried, shall each be weighed 
to the nearest gram. The pycnometer 
shall be filled with freshly boiled dis- 
tilled water to the level of the gage 
point in the manner described in Sec- 
tion 5(6), and the weight of the water 
and its temperature determined. The 
weight of the water divided by its density 
(as determined from physical tables) 
gives the volume of the pycnometer. 
This volume, to the nearest 1 ml., shall 
be taken as the average of at least 
three independent determinations. 

(6) The volume of the measure shall 
be determined in a manner similar to 
that described in Paragraph (u), but the 
measure shall be filled slightly overfull, 
the excess water being removed by 
placing the glass cover plate on the 
measure and moving the plate back and 
forth. After weighing, the temperature 
of the water shall be determined, and 
the volume of the measure shall be 
calculated as the weight of water 
divided by its density , ■ 

Detennination of Density of Laboratory 

Water 

4. The water supply in many labora- 
tories may be appreciably heavier than 


distilled water, and the comparatively 
large quantity involved in this method 
may require an appreciable correction 
for the density as taken from, the 
physical tables. , For this determination 
the calibrated pycnometer shall be used. 
The weight of the tap water required to 
fill the pycnometer to the gage point 
level shall be taken as the average of at 
least three independent determinations, 
the temperature being closely observed 
each time. The weight of the water 
divided by the volume of the pyc- 
nometer gives the density, and this shall 
be compared with the density of dis- 
tilled water at the same temperature. 
The difference constitutes a density 
correction that shall be applied in all 
calculations involving the density of the 
laboratory water. 

Procedure 

5. (a) A sample of the concrete to be 
tested shall be placed in the calibrated 
measure in the standard manner (Note). 
The measure shall be just perceptibly 
overfilled, and the excess removed by 
sliding the glass cover across the top 
with a back and forth motion. Care 
shall be taken to see that the concrete 
is everywhere in contact with the glass 
and that the measure is exactly full. 
The “bulk’’ weight of the concrete shall 
then be obtained to the nearest 1 g. 

Note. — For comparative purposes, tbe stand- 
ard method of filling the measure shall be that 
described in Section 5 of the Standard Method of 
Test for Weight per Cubic Foot, Yield, and Air 
Content (Gravimetric) of Concrete (A.S.T.M. 
Designation: C 138) of the American Society for 
Testing Materials,^ except that if the air content 
in concrete placed by vibration or in any other 
specific manner is to be determined, the sample 
shall be placed in the measure in that manner. 

(6) The concrete in the measure shall 
be returned to the batch, remixed there- 
with, and a representative portion 
scooped into the pycnometer until it 

s Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M . Designations at front of book. 
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is slightly more than half full The 
pycnometer shall then be weighed and 
immediately filled with water at room 
tempera tiire, to a level an inch or two 
below that of the gaging point. The 
cover shall be clamped on, and the con- 
crete thoroughly mixed with the water 
by first rotating the pycnometer from 
end to end and then rolling it slowly 
back and forth on the edge of the table. 
The mixing operation, designed to re- 
move ail the entrained air, shall be con- 
tinued for a period of 3 to 5 min. The ' 
P3mnometer shall then be slowdy up- 
ended, the cover removed, and any 
adhering solids rinsed back into the 
pycnometer. If any appreciable amount 
of foam or scum remains on the surface 
of the water, it shall be thoroughly 
sprayed and reduced to minimum volume 
by a fine water spray. Small residual 
amounts of foam or scum shall then be 
removed from the surface by means of 
the syringe, care being taken to remove 
none of the cement in the operation. 
The pycnometer shall then be placed on 
a smooth and level table, and the water 
brought to the level of the gage point. 
The proper level shall be determined by 
raising and lowering the glass plate 
without jarring, while adjusting the 
water level, until the meniscus just per- 
sists in forming when the plate rests on 
the rim of the pycnometer. If a trace 
of foam or scum remaining on the surface 
of the water interferes with precise 
gaging, a clear surface may be obtained 
by touching it with the tip of the finger 
moistened with kerosine. When the 
gaging is completed, the gage shall be 
removed, and the pycnometer shall be 
cleaned and dried on the exterior and 
weighed to the nearest 1 g. 

(c) To insure that the air is com- 
pletely removed, the pycnometer shall 


be resealed with the cover,' and the 
operation of shaking, rolling, and .re- 
determinating the water level shall be 
repeated. If after this operation the' 
weight of the system does not increase 
by more than 2 g,, the test shall, be con- 
cluded by determining the temperature 
of the water in the pycnometer as closely 
as the thermometer can be .read. If the 
gain in weight is more than 2 g., the 
operation of shaking, rolling, and re- 
gaging shall again be repeated. 

Caictiiation 

6. The air content of the concrete 
shall be calculated as follows: 

£ = Ik" X 

Wm 

c = Fp - F«, 

A = X 100 

B 

where: 

A == percentage of air contained in the 
concrete, 

B == bulk volume in milliliters of the 
sample weighed in the pyc- 
nometer, 

C = volume in milliliters of the sample 
weighed in the ■ pycnometer 
minus the volume of the en- 
trained air, 

Wp = weight in grams of the sample 
weighed in the pycnometer, 
Wm = weight in grams of the sample in 
the filled calibrated measure, 
Vm == volume in milliliters of the cali- 
brated measure, 

Vp == volume in milliliters of the pyc- 
nometer, and 

Ftp = volume in milliliters of the water 
required to fill the pycnometer 
after the de-airing process. 
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Note,— 'T he following example is submitted 
as a guide to the sequence of observations and 
computations, showing data and calculations 
from a determination of the air content of a 
laboratory batch of hand-mixed concrete. All 
weights are in grams and all volumes are in 
milliliters. 


(1) Weight of cement 1150 

(2) Weight of fine aggregate (saturated and 

surface dry) 2275 

(J) Weight of coarse aggregate (saturated 

and surface dry) 4225 

(4) Weight of water 680 


(5) Weight of batch, (1) + (2) -h (J) + (4) . . 8330 

(6) Weight of 0.1-cu. ft. measure 4232.5 

(7) Weight of 0.1-cu. ft. measure andconcrete 10913 

((?) Temperature of concrete, deg. C 19.8 

(9) Weight of concrete, (7) — (^) 6680.5 

(JO) Weight of pycnometer 4440.5 


(JI) Weight of pycnometer and concrete — 
(J2) Weight of pycnometer, concrete, and 

water to fill. 

(J3) Temperature of water, deg. C 

(J4) Repeat (12).... 

(ii) Repeat (12) again (if necessary) . . . . — 

(16) Temiierature of water, deg. C 

(17) Density of water, (from tables, corrected) 

(JS) Weight of concrete, (II) — (10) 

(10) Weight of water, (14) — (JI) or (15) — 


(20) Volume of water, (IP) -t- (17) 

(21) Volume of pycnometer (from calibration) 

(22) Absolute volume of concrete, (21) — (20) 

(23) Volume of 0.1-cu. ft. measure (from 

calibration). .... 

(24) Bulk volume of concrete, (23) X (IS) -t- 


(25) Volume of air, (24) ~ (22) 

(26) Percentage of air, 100 X (25) (24) — 

(27) Absolute specific gravity of concrete, 

(IS) (22) 

(22) Bulk specific gravity of concrete, (P) 


10015 

11780 

19.3 
11779.5 

19.5 ' . 
0.9987 

5574.5 

1764.5 
1766.8 
4104 , 
2337.2 

2830 

2361.5 

24.3 

1.03 

2.3 
2.3 


AMSRICAB ASSOCIATION. STATE 
HIGHWAY OFFICIALS STANDARB 
A-A.S..H,0. NO.: T 12645. 


Tentative Method of 

MAKING AND CURING CONCRETE COMPRESSION AND 
FLEXURE TEST SPECIMENS IN THE LABORATORY^ 



A.S.T.M. Designation: C 192 - 44 T 

Issued, 1944.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L This method covers the procedure 
for making and curing compression and 
flexure test specimens of concrete in the 
laboratory under accurate control of 
quantities of materials and test condi- 
tions. 

Note. — For the method of making and 
curing compression and flexure test specimens 
of concrete during construction, see the Stand- 
ard Method of Making and Curing Concrete 
Compression and Flexure Test Specimens in the 
Field (A.S.T.M. Designation: C 31).^ 

Preparation of Materials 

2. (a) Materials shall be brought to 
room temperature (preferably 65 to 75 F., 
18 to 24 C.) before beginning the tests. 

(6) Cement . — Cement shall be stored 
in a dr}^ place, in moisture-proof con- 
tainers; preferably made of metal. The 
cement shall be thoroughly mixed, in 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates, 

2 This method represents a revision of and replaces the 
procedures for making and curing specimens which ap- 
peared in the former Standard Method of Test for Com- 
pressive Strength of Concrete (C 39 - 42) and the Standard 
Method of Test for Flexural Strength of Concrete (Labora- 
tory Method Using Simple Beam ivith Third Point Load- 
ing) (C 7S- 39). 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


order that the sample ma}-" be iiniforni 
throughout the tests. It shall be passed 
through a No. 16 (1190-microii) sieve 
and all lumps rejected. 

(c) Aggregates . — Aggregates for each 
batch of concrete shall be of the desired 
gradation. In general, coarse aggregates 
shall be separated into two or more size 
fractions, depending upon the maximum 
size of aggregate used, and recombined 
for each batch in such a manner as to pro- 
duce the desired gradation. Fine aggre- 
gates shall be separated into different 
sizes if unusual gradations are being 
studied. Aggregates shall be treated 
before use to insure a definite and uni- 
form condition of moisture by one of the 
three following procedures: 

{!) They shall be brought to a satu- 
rated, surface-dry condition. 

(2) They shall be brought to a satu- 
rated condition with surface moisture in 
sufficiently small amounts to preclude 
loss by draining and shall be so main- 
tained until used. When using this 
method the amounts of surface moisture 
on the coarse and fine aggregates shall 
be determined prior to making concrete 
specimens. 
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■ (J), The . aggregates , in a saturated ■ 
coiiditlQii sliali be immersed in water and 
shall be Aveiglied. under water. The re-- 
qiiired immersed weight may be calcu- 
cated as follows.: 

IFa(G»-l) 

— - 

.where: 

.PFo .= desired weight in air of the aggre- 
gate in a saturated condition, 
G , = bulk specific gravity of the aggre- 
gate in a saturated condition, 
and 

l-Fw = weight in water. 

Upon removal of the aggregate from the 
water, an additional weighing in air of 
aggregate and surface water will be 
necessary to determine the amount of 
surface water in the aggregate. 

Weigliing Materials 

3. All materials shall be weighed on 
scales meeting the requirements for sensi- 
bility reciprocal and tolerances pre- 
scribed by the National Bureau of Stand- 
ards,^ Noncompensating spring scales 
shall not be used. Where the scales are 
graduated in decimals of a pound instead 
of ounces, or where the metric system is 
used, the equivalent percentage sensi- 
bility reciprocal and tolerances shall 
apply. 

Note.— T he user is cautioned against making 
small weighings on large capacity scales. 

: Mixing Concrete 

4. (fl) General . — Concrete shall be 
. mixed either by hand 'or in a suitable 

«The sensibility reciprocal is a measure of the sensi- 
tiveness of a balance, and is the weight required to move 
the position of the pointer one division. For a complete 
de.tnilion of sensibility reciprocal, see “Speciiications, 
Tolerances, and Regulations for Commercial Weighing 
and Measuring Devices, IJamlhook Nat. Bureau 
Standards, September, 1942, pp. 87 and 88. 

s “Specifications, Tolerances and Regulations for Com- 
mercial Weighing and Measuring Devices,” Haniboek 
1129, Nat. Bureau Standards, Section 1-2, p. 122 and Sec- 
tion J-2, p. 130. 


laboratory mixer in batches of such size 
as to leave about 10 per cent excess after 
molding test specimens, 

(b) Hajtd Mixing . — The batch shall 
be mixed in a watertight, clean, damp, 
metal pan, with either a blunted brick- 
layer’s trowel or a shovel, whichever 
is more convenient, using the following 
procedure: 

(1) The cement and fine aggregate 
shall be mixed until they are thoroughly 
blended. 

(2) The coarse aggregate shall be 
added and the entire batch mixed until 
the coarse aggregate is uniformly dis- 
tributed throughout the batch. 

(3) Water shall be added and the mass 
mixed until the concrete is homogeneous 
in appearance and has the desired con- 
sistency. If prolonged mixing is re- 
quired, because of the addition of w^ater 
in increments while adjusting the slump, 
the batch shall be discarded and a new 
batch made without interrupting the 
mixing to make trial slump) tests. 

(c) Machine Mixing . — The |irocedure 
specified for hand mixing shall be fol- 
lowed unless a different procedure is 
better adapted to the mixer being used. 
If necessary to eliminate segregation, 
machine-mixed concrete shall be de- 
posited in a watertight, clean, damp, 
metal pan and remixed by shovel or 
trowel. 

Consistency and Yield of Concrete 

5. (a) Consistency . — -The consistency 
of each batch of concrete shall be meas- 
ured immediately after mixing, by one 
or both of the following methods of the 
American Society for Testing Materials: 

(/) Slump Test. Standard Method 
, of. Slump Test for Consistency of Port- 

.land-Cement. Concrete ; (A.S.T.M. 

Designation: C 143).® 

{2) Flow Test., , Standard Method 

of Test for Flow of Portland-Cement 


Making Concrete Specimens 

Concrete' by Use of the Flow Table 
(A.S.T.M. Designation:" C 124).® 

(&) Yield . — The yield of each batch of 
concrete shall be determined by the 
Standard Method of Test for Weight per 
Cubic Foot, Yield, and Air Content 
(Gravimetric) of Concrete (A.S.T.M. 
Designation:. C 138).® 

(c) All coiiGrete used for consistency or 
yield tests shall be returned to the mixing 
pan and the entire batch remixed just 
enough to produce a homogeneous mass. 

Humber of Specimens 

6. Three or more test specimens for 
each variable shall be made for each 
period or condition of test. Specimens 
involving any given variable in the mix 
shall be made from at least three separate 
batches. An equal number of specimens 
for each variable shall be made on any 
given day. When it is impossible to 
make at least one specimen for each 
variable in the mix on a given day, the 
mixing of the entire series of specimens 
shall be completed in as few days as 
possible and one of the mixes shall be 
repeated each day as a standard of 
comparison. 

Note. — Test periods of 7 and 28 days are 
recommended for compression tests. Flexure 
specimens are frequently tested at 14 and 28 
days. For longer test periods, 3 months and 
1 yr., are recommended. 

Compression Test Specimens 
Size of Specimens 

7. Compression test specimens shall 
be cylindrical with a length equal to twice 
the diameter. Standard cylindrical 
specimens shall be 6 in. in diameter by 
12 in. in length if the. coarse aggregate 
does not exceed . 2 in. in nominal size. 
Smaller test specimens .shall have a ratio 
of diameter of specimen to maximum, size 
aggregate of . not less than 3 to 1, except 
that the diameter , of the specimen shall 
not be less . than, 3 in.: for mixtures, con- 
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taining aggregate more tlian. 5 per cent of 
^■which is retained on a No, 4 (4760-, 
micron) sieve. For concrete coiitain,:iiig 
aggregates larger than 2. in. nominal, size, 
cylindri.cal specimens s'iiali have a diani”. 
eter at least three times t.lie maximum, 
nominal size of aggregate. , The oversize 
of any nominal .size aggregate used shall 
not exceed the requirements prescribed 
in the Standard Specifications for Com 
Crete Aggregates (A.S.T.M, Designa- 
tion: C33).® 

Molds 

8. Molds for compression test speci- 
mens shall be of metal and shall be pro- 
vided with a machined metal base plate. 
Means shall be provided for securing the 
base plate to the mold. The assembled 
mold and base plate shall be watertight 
and shall be oiled with mineral oil before' 
use. 

Note. — Satisfactory molds may be made 
from cold drawn, seamless steel tubing or from 
steel pipe machined on the inside. These tubu- 
lar sections shall be cut to the proper length, 
split along one element and fitted with a circu m- 
ferential metal band and bolt for closing. 
Satisfactory molds may also be made from iron 
or steel castings. In general, molds made from 
formed sheet metal are not satisfactory. 

Molding Specimens® 

9. The test specimens shall be formed 
by placing the concrete in the mold in 
three layers of approximately equal 
volume. In placing each scoopful of 
concrete, the scoop shall be moved 
around the top edge of .the mold as the 
concrete slides from it in order to insure 
a symmetrical distribution of the con- 
crete within the mold. The concrete 
shall be further distributed by a circular 
motion of the tamping rod. , , Each layer 
shall be rodded with ^25 strokes of a 
|“in. round rod, approximately 24, in., in' 
length and tapered for a d.ista.iice of 1 
in. to a spherically shaped end having a 

® Editorially revised in February, 1946. 
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radius of approximately Jin. The strokes 
shall be distributed uniformly over the 
cross-section of the mold and shall 
penetrate into the underlying layer. 
The bottom layer shall be rodded 
throughout its depth. After the top 
layer has been rodcled, the surface of the 
concrete shall be struck off with a trowel 
and covered with a glass or metal plate 
to prevent evaporation. 

Capping Specimens 

10. (a) The test specimens may be 
capped with a thin layer of stiff, neat- 
cement paste after the concrete has 
ceased settling in the molds, generally 
from 2 to 4 hr. or more after molding. 
The cap shall be formed by means of 
plate glass not less than J in. in thickness 
or a machined metal plate not less than 
I in. in thickness and having a minimum 
surface dimension at least 1 in. larger 
than the diameter of the mold. It shall 
be worked on the cement paste until its 
lower surface rests on top of the mold. 
The cement for capping shall be mixed to 
a stiff paste 2 to 4 hr. before it is to be 
used in order to avoid the tendency of 
the cap to shrink. Adhesion of the con- 
crete to the top and bottom plates may 
be avoided by coating them with oil or 
grease. 

(&) Specimens not capped with neat- 
cement paste as described in Paragraph 
(a) shall be ground or capped before 
testing. In all cases the capped or 
ground surface shall not depart from a 
plane by mGi*e than 0.001 in. and shall be 
at right angles to the axis of the speci- 
naen. Caps shall be made as thin as 
practicable and shall not flow or fracture 
when the specimen is tested. 

Note. — Neat portland or alumina cement 
and suitable mixtures of sulfur with granular 
materials are recognized as suitable for capping 
hardened concrete specimens. Sulfur caps 
should be allowed to harden for at least I hr. 
before applying load; cement caps for a suf- 
ficient period to comply with the requirements 
prescribed in Paragraph (&) . 


Curing Speciinens . . 

11. The test , specimens shall, be, re-' 
moved from the molds not earlier than 
■20 hr. nor later than 48 hr. after molding 
and stored in a moist condition, (Note 1) 
at a temperature within the range of 65 
to 75 F. (18 to 24 C.) (Note 2) until the 
time of test. Specimens shall not be 
exposed to a stream of riinhing water. 
If storage in water is desired, a saturated 
lime solution shall be used. 

Note 1. — Moist condition is that in which 
free water is maintained on the surfaces of the 
specimens at all times. 

Note 2. — Attention is directed to the fact 
that the temperature within damp sand and 
under wet burlap or similar materials will 
always be lower than the temperature in the 
surrounding atmosphere if evaporation takes 
place. 

Flexure Test. Specboins ■ 

Size of Specimens 

12. The cross-section of the flexure 
test specimen shall be 6 by 6 in. if the 
coarse aggregate does not exceed 2 in. in 
nominal size. For larger coarse aggre- 
gate, the minimum cross-sectional di- 
mension shall be not less than three times 
the maximum nominal size of the coarse 

The oversize of any nominal 
size used shall not exceed the require- 
ments prescribed in the Standard Speci- 
fications for Concrete Aggregate 
(A.S.T.M. Designation: Cv33).^ 

Molds 

13. Molds for flexure test specimens 
shall be rigid and nonabsorptive and 
shall be at least 3 in. longer than the 
required span length as prescribed in 
Section 3 of the Standard Method of 
Test for Flexural Strength of Concrete 
(Using Simple Beam with Third-Point 
Loading) (A.S.T.M.' Designation::G 78).'^ 
Means shall be provided for securing the 
base plate to the mold. The assembled 
mold and base plate shall be watertight 
and shall be lightly oiled with a mineral 
oil before use. 
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Molding Specimens 

14. The test specimen, shall be formed 
with its long axis horizontal. The con- 
crete shall be placed in layers approxi- 
mately 3 in. in depth and each layer 
shall be rodded 50 times for each square 
foot of area. The top layer shall slightly 
overfill the mold. After each layer is 
rodded, the concrete shall be spaded 
along the sides and ends with a mason’s 
trowel or other suitable tool. When the 
rodding and spading operations are com- 
pleted, the top shall be struck off with a 


straightedge and finislied with a wood 
float. The test specimen shall be made 
promptly and without interruption and 
covered with a double layer of wet bur- 
lap, which shall be kept wet until the 
specimen is removed from the mold. 
While in the molds, the specimens shall 
be kept within the temperature range 
specified in Section 2. (u). 

Curing Specimens 

15. Flexure test specimens shall be 
cured as prescribed in Section 11. 



Tentative Specifications for 
WATERPROOF PAPER FOR CURING CONCRETEi 



A.S.T.M. Designation: C 171 - 42 T 
IssuEU, 1942.2 

These Tentative Specifications have been approved by tlie sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover water- 
proof paper intended for use as a curing 
material for portland cement concrete. 

General Requirements 

2. Waterproof paper shall consist of 
two sheets of plain kraft paper cemented 
together with a bituminous material 
in which are embedded cords or strands 
of fiber running in both directions of the 
paper, not more than IJ in. apart. The 
paper shall be light in color, shall be 
free of visible defects, and shall have a 
uniform appearance. It shall be suffi- 
ciently strong and tough to permit its 
use under the conditions existing on 
highway and structural work without 
tearing or otherwise becoming unfit for 
the use for which it is intended. 

Impermeability 

3. Mortar specimens, when covered 
with the paper to be tested and tested in 
accordance with the Tentative Method 
of Test for Water Retention Efficiency of 


1 Under^ tiie standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee C-9 on Concrete and Concrete 
Aggregates. 

2 Accepted by the Society at annual meeting, June, 
1942. 


Methods for Curing Concrete (A.S.T.M. 
Designation: C 156) of the American 
Society for Testing Materials,® shall not 
show a moisture loss greater than 10 per 
cent of the original mixing water used. 
In the test the paper shall be placed 
on the mortar specimen immediately 
after molding and shall remain in place 
for three days. 

Tensile Strength 

4. The paper shall conform to the 
following requirements as to tensile 
strength : 


Tensile strength, / dry . 

lb. per in. of width \wet. 


Machine Cross 
Direction Direction 

... 50 30 

...20 10 


Tensile Strength Test 

Apparatus 

5. The testing machine shall consist 
of the following: 

(a) Clamps . — ^Two clamps whose 
centers shall be in the same plane 
parallel with the direction of motion of 
the stressing clamp and so aligned that 
they will hold the test specimen in one 
plane. 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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(b) Pendulum — K pendulum so at* 
tacHed to one clamp as to accurately 
balance the load applied to the test 
specimen. 

{c) Scale — A device attached to the 
pendulum to indicate on a graduated 
scale the breaking load of the test speci- 
men. The scale shall be graduated in 
weight units which may be read to an 
accuracy of not less than 0.2 per cent 
of the total reading. 

(d) Loadmg Device, — A means of 
moving the stressing clamp at a uniform 
rate. The capacity of the machine 
shall be such that the tensile strength 
of the paper to be tested will be not 
greater than 90 per cent nor less than 
10 per cent of the capacity of the ma- 
chine. The machine shall preferably 
be power driven. 

Calibration of Apparatus 

6. The testing machine shall be accu- 
rately leveled in both of the principal 
directions. The stressing clamp shall 
be displaced or removed and accurate 
weights corresponding to various divi- 
sions of the scale .markings shall be 
suspended from the pendulum actuating 
clamp. The weights shall be held at 
the start and released slowly so that the 
pendulum is actuated at a rate similar 
to that specified in Section 9 (6), and 
other conditions shall be as nearly as 
possible the same as when a specimen is 
being tested. A record shall be made of 
deviations from the scale readings and 
corresponding corrections shall be made 
in the test results. The machine shall 
be calibrated at intervals of not more 
than 30 days. 

Test Specimens 

7. Specimens for test shall be cut 
accurately, and not less than ten from 
each principal direction of the paper 


shall be so selected as to be representa- 
tive of the sample. The specimens 
shall be cut exactly. 2 in. in widtli and 
the edges shall be clean-cut and parallel. 

Conditioning 

8. {a) Specimens to be tested dry 
shall be preconditioned in air main- 
tained at a temperature between 70 and 
75 F. and at a relative humidity of 50 
per cent, for a period of 12 hr. prior to 
testing. 

(&) Specimens to be tested 'wet shall 
be immersed in water having a tempera- 
ture between 70 and 75 F., for a period 
of 1 hr. immediately prior to testing. 

Procedure 

9. {a) All tensile strength tests shall 
be made in an atmosphere maintained 
at a temperature of 70 to 75 F. and at a 
relative humidity of 50 per cent. 

(5) The distance between the jaws 
of the testing machine at the beginning 
of the test shall be 7 in. The test speci- 
men shall be firmly clamped squarely 
in the jaws of the clamps and the stress- 
ing jaw then operated at a speed of 
12 zh 2 in. per min. until the specimen 
breaks. The breaking load shall be 
recorded to the nearest 2 per cent of the 
total indicated reading. Not less than 
ten specimens cut in each principal direc- 
tion of the paper shall be tested. All 
readings obtained when the paper breaks 
at or in the jaws shall be rejected. 

Report 

10. The tensile strength results in 
pounds per inch of width shall be re- 
ported to the nearest 2 per cent of the 
total reading. The average, maximum, 
and minimum tensile strengths for each 
of the principal directions of the paper 
shall be reported. 



Tentative Method of Test for 

WATER RETENTION EFFICIENCY OF METHODS FOR 
CURING CONCRETE! 



A.S.T.M. Designation: C 156 - 44 T 

Issued, 1940; Revised, 1944.^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Pliiladelphia 3, Pa. 


Scope 

1. This method is intended for labo- 
ratory use in determining the efficiency of 
methods used for curing concrete, as 
measured by their ability to prevent 
moisture loss during the early hardening 
period. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Molds . — Molds shall be made of 
metal, glass, hard rubber, or a plastic 
material and shall be watertight. They 
shall be rigidly constructed to prevent 
distortion and shall be thoroughly 
cleaned before each use. The molds 
shall be 6 by 12 in, at the top, 5| by Ilf 
in. at the bottom, and 2J in. in depth, 
measured on the inside. 

(6) Curing Cabinet . — cabinet for 
curing the specimens at a temperature 
of 100 dr 2 F. and a relative humidity of 
32 dr 2 per cent 


1 Uader the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee C-9 on Concrete and Concrete Aggregates. 

^ Revision accepted by the Society at annual meeting, 
June, 1944. 


Test Specimens 

3. Test specimens shall be approxi- 
mately 6 in. in width by 12 in. in length 
by 2 in. in depth. 

Control Specimens 

4. For each series of test runs, a series 
of specimens made and tested in accord- 
ance with this method shall be run con- 
currently with the regular test specimens 
(Section 3), except that no curing agent 
shall be applied to the exposed surface. 

Proportioning and Mixing Mortar 

5. {a) Proportioning . — Mortar for the 
specimens shall be of plastic consistency. 
The proportions of cement (Note 1) and 
sand shall be determined by adding dry 
sand (Note 2) to a cement paste having a 
water-cement ratio of 0.40 by weight, to 
produce a flow of 50 ± 5. The flow test 
shall be made on the 10-in. flow table, 
using ten |-in. drops in 10 sec. (Note 3). 

Note 1. — Portland cement shall conform 
to the Standard Specifications for Portland 
Cement (A.S.T.M. Besignation: C 150).® Type 
I Portland cement without an air-entraining 
agent shall be used. 


* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Note 2.— The sand for making test specimens 
shall be natural silica sand from Ottawa, 111., 
graded as follows: 


Sieve Size 

No. 100 (149-micron) . 
No. 50 (297-micron) . 
No. 30 (590-micron) . 
No, 16 (1190-micron) 


Percentage 

Retained 

98 ± 2 
72 zb 5 

2 zb 2 

None 


Note 3. — The flow test shall be made as 
described in the Standard Method of Test for 
Measuring Mortar-Making Properties of Fine 
Aggregate (A.S.T.M. Designation: C 87)® except 
that the mold shall be filled in two equal layers 
and each layer puddled 25 times with the gloved 
finger. 


(b) Mixing , — ^The mortar shall be 
mixed preferably at room temperature of 
70 5 F. and at a relative humidity of 

40 to 60 per cent. The temperature of 
the mortar at the time of molding shall 
be 70 =h 2 F. Cement and water in 
quantities which will give a water- 
cement ratio of 0.40 by weight shall be 
placed in a nonabsorbent vessel and the 
cement permitted to absorb water for 
1 min. These materials shall then be 
mixed with a spoon into a smooth paste. 
Sand from a sample of known weight 
shall be added to the paste until the 
mortar has the desired consistency. 
Final mixing shall be accomplished by 
continuous kneading and squeezing with 
the hands for 2 min. Rubber gloves 
shall be worn during the mixing 
operation. 

Molding Specimens 

6. A layer of mortar shall be placed in 
a weighed mold to a depth of approxi- 
mately 1 in. and puddled with the gloved 
fingers until uniformly distributed. A 
second 1-in. layer of mortar shall then 
be placed in the mold and puddled in a 
similar manner. Immediately after pud- 
dling the second layer, the surface of the 
specimen shall be screeded with a wood 
template cut to strike oS | in. below the 
top of the mold. The screed or template 
shall have a flat screeding surface 1 in. in 


width by approximately ' 5 in. . in length. . 
One pass only shall be made in the direc- 
tion of the long axis of the specimen, 
using a sawing motion of the screed. 

Number of , Specimens 

7. A set of three or more test speci- 
mens shall be made in order to constitute 
a test of a given curing method. A con- 
trol specimen shall be made for each regu- 
lar test specimen except where two or 
more curing methods are being investi- 
gated concurrently in the same cabinet, 
in which case only one set of three or 
more control specimens need be made. 

Storage of Specimens 

8. {a) Immediately after molding, the 
mold and the specimen shall be weighed 
to the nearest gram and placed in the 
curing cabinet in which the atmosphere 
shall be maintained at a temperature of 
100 db 2 F. and a relative humidity of 
32 di 2 per cent. The specimen shall be 
level and not subjected to vibration. 
Spacing between the individual speci- 
mens and between the specimens and the 
side walls of the cabinet shall be so ar- 
ranged as to provide a clear space on all 
sides of from 2 to 7 in. Within these 
limits the spacing shall be the same for 
all specimens in the cabinet. In order 
to provide for uniform air distribution, 
dummy molds shall be used to fill the 
shelf of the cabinet when it is not filled 
with test specimens. 

{h) Air shall be circulated below the 
specimens in a horizontal plane at a 
velocity of 6 ± 2 miles per hr. The main 
movement of conditioned air within the 
cabinet shall be in a vertical plane. This 
shall be accomplished by exhausting air 
from the top of the cabinet and admit- 
ting conditioned air below the specimens. 
Sufiicient space shall be provided in the 
cabinet above the test specimens so that 
the moving air will not be deflected in 
such manner as to pass over the speci- 
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mens in a horizontal plane. Air shall 
not be blown directly across the top of 
the specimens. In cases where the 
curing materials under test contain 
volatile solvents, means shall be provided 
for introducing fresh air in such quanti- 
ties that a complete change of air within 
the cabinet is accomplished at least twice 
during the first 12 hr. and at least once 
every 24 hr. thereafter for the duration of 
the test. All specimens shall be stored 
on the same shelf, or on a series of 
shelves, provided the conditions of air 
circulation for each shelf are obtained 
indepiendently of any other shelf. 

Application of Curing Materials 

9. (a) The specimen shall be removed 
from the cabinet when the surface water 
has disappeared and it is possible to 
lightly brush the surface without smear- 
ing or drawing more water to the surface. 
Immediately upon removal from the cur- 
ing cabinet, the specimen shall be 
weighed and the edges sealed by means of 
a suitable sealing compound that will not 
be affected by the curing material under 
test.^ The sealing compound shall effec- 
tively seal against moisture loss between 
the boundary of the specimen and mold, 
and shall not extend more than | in. 
onto the surface of the specimen. 

(b) After sealing, the mortar surface 
shall be lightly brushed in parallel strokes 
with a stiff bristle brush to break up 
laitance and remove air bubbles. An- 
other weight determination shall then be 
made. 

(c) The curing material shall then be 
uniformly applied to the surface of the 
specimen at the rate of coverage speci- 
fied for that method of curing. It is 
advisable to apply curing agents to only 
one specimen at a time in an atmosphere 


4 A mixture consisting of four parts Bexin resin and 
one part Vinsol resin by weight has been found satis- 
factory for this purpose. The mixture shall be heated to 
a fluid consistency and thoroughly mixed prior to use. 


of controlled temperature and humidity 
as prescribed in Section 5 (5). Liquids 
shall be sprayed on. The proper cover- 
age shall be determined by weighing the 
spray gun before and after application 
to 0.1 g. 

(d) Paper, blankets or burlap shall 
receive an additional sealing where they 
come in contact with the mold in order to 
prevent moisture loss except through the 
curing medium. In cases where a 
blanket having a thickness greater than 
I in. is used, the exposed edges, where 
they project above the mold, shall also 
be sealed. Liquid curing materials or 
granular curing materials shall be applied 
uniformly. 

(e) Blankets or burlap intended for 
field use in a continuously wet condition 
shall be kept wet during the entire 
period of test. Similar materials in- 
tended for field use with but one initial 
wetting shall be applied in a wet condi- 
tion but shall not be subsequently wetted 
during the period of test. 

(/) Where the method under investi- 
gation involves the use of a combinaticn 
of curing agents, such as the use of a 
membrane or paper following a prelimi- 
nary wet curing, the time of application 
of the final curing agent shall be in 
accordance with the governing specifi- 
cations. 

(g) After each treatment or stage of 
treatment the specimens shall be 
weighed. Additional weighings shall be 
made 3 hr. after application and daily for 
the duration of the test. The weights at 
3 hr. will give an indication of any un- 
usual loss caused by a leaking mold or 
faulty seal. The specimens shall be re- 
turned to the curing cabinet without 
delay. 

Duration of Test ' 

10. The test shall extend over a period 
.of 3 'days. 
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Corrections for Loss in Weight of Liqiiid 

Curing Materials During Test 

11.. The loss in weight of volatile mat- 
ter from a liquid curing material shall be 
determined by coating a metal pan or 
plate (with edges raised | in.) of an area 
equal to the top of test specimen with 
the same quantity of curing material as 
used on the specimen. The pan or plate 
shall be placed in the curing cabinet with 
the liquid-cured specimen and weighed 
each time the specimen is weighed. If 
the pans or plates reach constant weight, 
no further weighings are necessary. The 
loss in weight of the liquid curing mate- 
rial shall be applied as a correction before 
calculating the moisture loss. 

Calculation of Loss in Weight 

12. At the end of the 3 -day curing 
period the mold and specimen shall be 
weighed and the loss in weight, based on 
the weight of the specimen immediately 
after molding, shall be calculated. This 
loss shall be corrected by applying a cor- 
rection for the volatile matter lost from 
the curing material as determined in 
Section 11, and by the weight of the 
sealing compound and curing material 
added. 


Calculation of Percentage Loss ■ , , of 

■ Moisture . 

T3. From the proportionate parts of 
materials going into the mix, the weight 
of water in the specimen at the time of 
molding shall be calculated. The per- 
centage loss of moisture shall be deter- 
mined by dividing the loss in weight as 
determined in Section 12 by the weight 
of water in the specimen at the time of 
molding as determined above and multi- 
plying by 100. The percentage loss of 
moisture shall be calculated for both the 
test specimens and the control specimens. 
Specimens varying in moisture loss by 
more than 3 per cent from the average of 
all specimens constituting a test, shall be 
discarded when calculating the average 
moisture loss. 

Calculation of Efficiency Index 

14. The efficiency index shall be calcu- 
lated as follows: 


where: 

E == efficiency index, 

W == average percentage loss of moisture- by 
control specimens, and 

Wi == average percentage loss of moisture by 
test specimens. 



Tentative Specifications for 

STANDARD SIZES OF COARSE AGGREGATE FOR HIGHWAY 

CONSTRUCTION* 



A.S.T.M. Designation: D 448 - 42 T 
Issued, 1937; Revised, 1941, 1942.® 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover standard 
size designations and maximum per- 
missible ranges in mechanical analyses 
for standard sizes of coarse aggregate 
and screenings for use in the construc- 
tion or maintenance of various types of 
highways and highway structures. 

Manufacture 

2. The standard sizes of coarse aggre- 
gate prescribed in these specifications 
may be manufactured by means of any 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.TJM. Committee D-4 on Road and Paving Materials. 

2 Revision accepted by Committee E-lOon Standards, 
August 24, 1942. 


suitable commercial process and by the 
use of any sizes or shapes of plant screen 
openings necessary to produce the desig- 
nated sizes within the limits of the me- 
chanical analyses specified in Section 3. 

Standard Sizes 

3. Standard sizes of coarse aggregate 
shall comply with the sizes given in 
Table I. All sizes shall be determined 
by means of laboratory sieves having 
square openings and conforming to the 
Standard Specifications for Sieves for 
Testing Purposes (A.S.T.M, Designa- 
tion: Ell) of the American Society for 
Testing Materials.® 

* Appears in this publicatiouj see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Tentative Specifications for 

MATERIALS FOR STABILIZED BASE COURSEi 



A.S.T.M, Designation: D 556 - 40 T 

Issued, 1940.^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L (a) These specifications cover the 
quality and size of sand-clay mixtures, 
gravel, stone or slag screenings, sand, 
crusher-run coarse aggregate consisting 
of gravel, crushed stone, or slag com- 
bined with soil mortar, or any combina- 
tion of these materials for use in the 
construction of a stabilized base course. 
The requirements are intended to cover 
only materials having normal or average 
specific gravity, absorption, and grada- 
tion characteristics. When materials 
such as caliche, gypsum, limerock, and 
water-soluble salts are to be used, ap- 
propriate limits suitable to their use 
must be specified. 

(6) The following types of base course 
stabilized mixtures are covered: 

Tyfie .4 .-“Sand-clay mortar. 

Type B—Gmded coarse aggregate. 

Type C —Gravel, stone or slag screen- 
ings, or sand. 

General Requirements 

2. (a) Type A . — Type A material 
shall consist of natural or artificial 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A. S. T. M . Committee I)-4 on Road and Paving Materials, 

2 Accepted by the Society at annual meeting, June, 
1940. Editorially revised in 1942. 


mixtures of clay or soil binder with 
gravel, sand, or other aggregate so pro- 
portioned as to conform to the require- 
ments prescribed in these specifications. 
The aggregate retained on the No. 10 
(2000-micron) sieve shall consist of hard, 
durable particles and shall be free from 
injurious or deleterious substances. 

(6) Type B , — Type B material shall 
consist of natural or artificial mixtures 
of gravel, stone, or slag and soil mortar 
so proportioned as to conform to the 
requirements prescribed in these speci- 
fications. The coarse aggregate shall 
consist of clean, hard, durable particles 
of crushed or uncrushed gravel, stone, 
or slag free from soft, thin, elongated, 
or laminated pieces, and from roots and 
other vegetable matter, or other dele- 
terious substances. It shall be hard and 
durable enough to resist weathering, 
traffic abrasion, and crushing. Shale 
and similar materials that break up and 
weather rapidly when alternately frozen 
and thawed or wetted and dried should 
not be used. The soil mortar shall be 
that portion passing the No. 10 (2000- 
micron) sieve and shall consist of soil 
binder and granular material such as 
stone or slag screenings or sand. 

(c) Type C , — Type C material shall 
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consist of gravel, stone or slag screen- 
ings, or sand, or mixtures thereof so 
proportioned as to conform to the re- 
quirements prescribed ' in these speci- 
fications. The material shall consist of 
hard, durable particles, free from in- 
jurious or deleterious substances, uni- 
formly graded from coarse to fine. 

Sieve Analysis 

3. The material shall conform to the 
following requirements: 

Type A 

Percentage 

Sieve Passing 

l-in 100 

No. 10 (2000-micron) 65 to 100 

The material passing the No. 10 sieve shall 
conform to the following requirements: 

Percentage 

Sieve Passing 

No. 10 (2000-micron) 100 

No. 20 (840-micron) 55 to 90 

No. 40 (420-micron). 35 to 70 

No. 200 (74-micron) 8 to 25** 


Type B 



Percentage 

Sieve 

Passing 

B-1 


B-2 

1-m.raax. size 

2-in. max. size 

2-m 


100 

l|-in 


70 to 100 

l-in 100 

55 to 85 

#-in 70 to 100 

50 to 80 

f-in 50 to 

80 

40 to 70 

No. 4 (4760- 



micron) 35 to 

65 

30 to 60 

No. 10 (2000- 



micron).... 25 to 

50 

20 to 50 

No. 40 (420- 



micron).... 15 to 

30 

10 to 30 

No. 200 (74- 



micron) 5 to 

15“ 

5 to 15« 

Type C 




Percentage 

Sieve 


Passing 




100 

No. 4 (4760-micron) . . 


70 to 100 

No. 10 (2000-micron) . 


3S to 80 

No. 40 (420-micron) . . 


25 to 50 

No. 200 (74-micron) . . 


8 to 25“ 


** The percentage passing the No, 200 sieve shall be 
not more than one-half of that passing the No. 40 sieve. 

Liquid Xirait' 

4. The material passing the No. 40 
(420-micron) sieve shall have a liquid 
limit not exceeding 25, 


Plasticity Index 

,5. The material passing the No. 40 
(420-micron) sieve shall have a plasticity 
index of not more than 6 for types A 
and B, and of not more than 3 for type C. 

Moisture Content 

6. Materials of types A, B, and C 
shall contain sufficient moisture to 
insure maximum compaction. 

Admixtures 

7. Chemicals or other admixtures 
shall conform to the specifications of the 
American Society for Testing Materials 
that are applicable. When the chemi- 
cal to be used is not covered by A. S. 
T. M. specifications, a good commercial 
grade meeting the approval of the 
engineer shall be used. 

Methods of Testing 

8. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in ac- 
cordance with the following methods of 
the American Society for Testing 
Materials: 

{a) Sampling . — Tentative Methods 
of Sampling Stone, Slag, Gravel, Sand, 
and Stone Block for Use as Highway 
Materials (A. S. T. M. Designation: 
D 75).® 

(J) Sieve Analysis.— Stmirnd Meth- 
od of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A. S. T. M. Desig- 
nation: C 136).® 

(c) Liquid Limit . — Standard Method 
of Test for Liquid Limit of Soils (A. S. 
T. M. Designation: D 423).® 

(i) Plasticity Standard 

Method of Test for Plastic Limit and 
Plasticity Index of Soils (A. S. T. M. 
Designation: D 424).® 


8 Appears in this publication, see Contents in N umedc 
Sequence of A.S.T-M. Designations at front of book. 


Tentative Specifications for 
MATERIALS FOR STABILIZED SURFACE COURSEi 



A.S.T.M. DesignatioJi: D 557 ~ 40 T 
Issued, 1940.2 


These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. {a) These specifications cover the 
quality and size of sand-clay mixtures, 
gravel, stone or slag screenings, sand, 
crusher-run coarse aggregate consisting 
of gravel, crushed stone, or slag com- 
bined with soil mortar, or any combina- 
tion of these materials for use in the 
construction of a stabilized surface 
course. The requirements are intended 
to cover only materials having normal or 
average specific gravity, absorption, and 
gradation characteristics. When ma- 
terials such as caliche, gypsum, limerock, 
and water-soluble salts are to be used, 
appropriate limits suitable to their use 
must be specified. 

(i) The following types of surface 
course stabilized mixtures are covered: 

Type A . — Sand-clay mortar. 

.B.*— Graded coarse aggregate. 

Type Ci — Gravel, stone or slag screen- 
ings, or sand. 

General Requirements 

2. (a) Type A , — Type A material 
shall consist of natural or artificial 

i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A. S. T. M. Committee I)-4 on Road and Paving Materials. 

* Accepted by the Society at annual meeting, June, 
1940. Editorially revised in 1942. 


mixtures of clay or soil binder with 
gravel, sand, or other aggregate so pro- 
portioned as to conform to the require- 
ments prescribed in these specifications. 
The aggregate retained on the No. 10 
(2000-micron) sieve shall consist of hard, 
durable particles and shall be free from 
injurious or deleterious substances. 

{b) Type B , — Type B material shall 
consist of natural or artificial mixtures 
of gravel, stone, or slag with soil mortar, 
so proportioned as to conform to the 
requirements prescribed in these speci- 
fications. The coarse aggregate shall 
consist of clean, hard, durable particles 
of crushed or uncrushed gravel, stone, or 
slag free from soft, thin, elongated, or 
laminated pieces, and from roots and 
other vegetable matter, or other dele- 
terious substances. It shall be hard and 
durable enough to resist weathering, 
traffic abrasion, and crushing. Shale 
and similar materials that break up and 
weather rapidly when alternately frozen 
and thawed or wetted and dried shall 
not be used. The soil mortar shall be 
that portion passing the No. 10 (2000- 
micron) sieve and shall consist of soil 
binder and granular material such as 
stone or slag screenings or sand. 

Type C.—Type C' material shall' 
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consist of gravel, stone or slag screen- 
ings, or sand, or mixtures thereof so 
proportioned as to conform to the 
requirements prescribed in these speci- 
fications. The material shall consist of 
hard, durable particles, free from in- 
jurious or deleterious substances, uni- 
formly graded from coarse to fine. 

Sieve Analysis 

3. The material shall conform to the 
following requirements: 

Type A 

. Percentage 

Sieve Passing 

l-in 100 

No. 10 (2000-micron) 65 to 100 

The material passing the No. 10 sieve shall 
conform to the following requirements: 


Sieve 

Percentage 

Passing 

No. 10 (2000-micron). 

100 

No. 20 (840-micron) 

55 to 90 

No. 40 (420-micron) 

35 to 70 

No. 200 (74-micron) 

8 to 25“ 

Type B 

Sieve 

Percentage 

Passing 

l-in 

100 

i-in 

85 to 100 

l-in 

65 to 100 

No. 4 (4760-micron) .... 

. 55 to 85 

No. 10 (2000-micron) . . . . 

, 40 to 70 

No. 40 (420-micron) 

. 25 to 45 

No. 200 (74-micron) 

, 10 to 25« 

Type C 

Sieve 

Percentage 

Passing 

|"in — 

100 

No. 4 (4760-micron) 

70 to 100 

No. 10 (2000-micron) — 

35 to 80 

No. 40 (420-micron) 

25 to 50 

No. 200 (74-micron) 

8 to 25'* 


“ The percentage passing the No. 200 sieve shall be not 
more than two-thirds of that passing the No. 40 sieve. 


Liquid Limit 

4. The material passing the No. 40 
(420-micron) sieve shall have a liquid 
limit not exceeding 35. 


Plasticity Index 

5. The material passing the No., 40 
(420-micron) sieve shall have a plastiGity 
index of not less than 4 nor more than 9. 

Moisture Content 

6. Materials of types A, B, and C shall 
contain sufficient moisture to insure 
maximum compaction. 

Admixtures 

7. Chemicals or other admixtures 
shall conform to the specifications of the 
American Society for Testing Materials 
that are applicable. When the chemical 
to be used is not covered by A. S. T. M. 
specifications, a good commercial grade 
meeting the approval of the engineer 
shall be used. 

Methods of Testing 

8. The material shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in ac- 
cordance with the following methods of 
the American Society for Testing 
Materials: 

(a) Sampling . — Tentative Methods of 
Sampling Stone, Slag, Gravel, Sand, and 
Stone Block for Use as Highway Ma- 
terials (A. S. T, M. Designation: 
D75).3 

(&) Sieve Analysis— StdaxAdxd Method 
of Test for Sieve Analysis of Fine and 
Coarse Aggregates (A. S. T. M. Desig- 
nation: C 136).^ 

{c) Liquid Limit . — Standard Method 
of Test for Liquid Limit of Soils (A. S. 
T. M. Designation: D 423).^ 

{d) Plasticity /^depc.—Standard Meth- 
od of Test for Plastic Limit and Plas- 
ticity Index of Soils (A. S. T. M. 
Designation: D 424).® 

» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Tentative Specif, cations for 

CRUSHED STONE, CRUSHED SLAG, AND GRAVEL FOR 
BITUMINOUS CONCRETE BASE AND SURFACE 
COURSES OF PAVEMENTS! 



A.S,T.M. Designation: D 692 -42 T 

Issued, 1942.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover the qual- 
ity and grading of crushed stone, crushed 
slag, and gravel suitable for use as coarse 
aggregate in the following types of 
bituminous concrete mixtures for base 
and surface courses of pavements: 

Open-mix bituminous concrete base 
course, 

Closed-mix bituminous concrete base 
course. 

Bituminous concrete binder course, 

Coarse-graded bituminous concrete 
surface course, 

Fine-graded bituminous concrete sur- 
face course (modified Topeka, or stone- 
filled sheet asphalt). 

Basis of Purchase 

2. In adapting these specifications to 
any particular locality or project, the 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

* Accepted by Committee E-10 on Standards, August 
24, 1942. 

These specifications are in effect a revision and con- 
solidation of, and replace the former Standard Specifica- 
tions for Gravel for Bituminous Base (D 309 - 30) and the 
Tentative Specifications for Crushed Slag for Bituminous 
Concrete Base and Surface Courses (D 485-38 T) and for 
Crushed Stone for Bituminous Concrete Base and Surface 
Courses (D 486 - 39 T), which specifications were accord- 
ingly discontinued in 1942. 


type or types of aggregate (crushed 
stone, crushed slag, or gravel) to be 
supplied shall be specified. 

General Characteristics 

3. {a) Crushed Stone , — ^The crushed 
stone shall consist of clean, tough, 
durable fragments free of an excess of 
thin or elongated pieces, and reasonably 
free of soft or disintegrated pieces, 
stone coated with dirt, or other ob- 
jectionable matter. 

(6) Crushed Slag , — ^The crushed slag 
shall be air-cooled blast-furnace slag and 
shall consist of fragments reasonably 
uniform in density and quality and 
reasonably free of thin or elongated 
pieces, dirt, or other objectionable 
matter. 

{c) Gravel , — ^The gravel shall consist 
of clean, tough, durable pieces free of an 
excess of thin or elongated pieces, and 
reasonably free of soft or disintegrated 
pieces, gravel coated with dirt, or other 
objectionable matter. The gravel shall 
be crushed and uncrushed, as specified in 
Section 5(5). Crushed gravel shall con- 
sist of fragments having two or more 
fractured surfaces. 
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Pliysical Properties 

4. {a) ' Wear : — Coarse aggregate shall 
conform' to the following requirements 
for resistance to: wear: . 


Coarse Aggregate 
Coarse Aggregate for Use in 
for Use in Binder and 
Base Courses Surface Courses 

Wear, Los Angeles abra- 
, sion machine, max., 
percent... 50 40 

(h) Unit Weight of Slag . — Crushed 
slag shall conform to the following 
requirements for unit weight, com- 
pacted: 

Criislied Slag 

Crushed Slag for Use in 
for Use in Binder and 
Base Courses Surface Courses 

Weight per cubic foot, 
compacted, min., lb.. . . 65 70 

Note. — The requirements for physical prop- 
erties of coarse aggregate incorporated in these 
specifications are recommended as the mini- 
mum requirements for quality. It is not ex- 
pected, however, that these limits for quality 
will be applicable to all localities and conditions. 


Sizes 

5. (a) The sizes of coarse aggregate 
for the various uses shall conform to the 
following requirements (Notes 1 to 3): 


Open-mix bituminous concrete base 
course 


Closed-mix bituminous concrete base 
course 



Bituminous concrete binder course, . . 

Coarse-graded bituminous concrete f 5 

surface course i 57 

, 67 

Fine-graded bituminous concrete r 
surface course. — .. A g 

78 

Seal coat. .-{ 8 

9 


® Size No. 5 aggregate for open-mix bituminous concrete 
base course shall be either crushed stone or crushed slag. 


Note ^ 1.-— -An appropriate' .size; should he 
selected for each use, depending on local: con- 
struction and service conditions. : ■ Sizes have 
been selected from the Tentative Specifications 
for Standard Sizes of Coarse Aggregate , for ' 
Highway Construction (A.S.T.M, Designation: 
D 448) of the American Society for Testing 
Materials.® 

Note 2. — The size of aggregate for ' seal 
coat, when a seal coat is specified, should be 
adapted to the maximum size of coarse aggre- 
gate in the bituminous concrete surface mixture. 
The following combinations of sizes are 
recommended: 

Coarse Aggregate Seal-Goat 

Size' Aggregate Size 

5 or 57 78 

67. 8 

78 or 8 9 

Note 3. — ^When asphalt mixing plants are 
suitably equipped for control of aggregate 
gradings and proportions, other appropriate 
sizes may be selected from Table I of the 
Tentative Specifications for Standard Sizes 
of Coarse Aggregate for Highway Construction 
(A.S.T.M. Designation: D 448) of the American 
Society for Testing Materials.® The selected 
sizes should be such that when combined in 
suitable proportions, they will produce the 
required grading in the finished mixtures. 

(b) Crushed Pieces in Gravel . — Gravel 
shall conform to the following require- 
ments as to percentage of crushed pieces: 

Crushed Pieces, 
min., per cent 


Open-mix bituminous concrete base 

course 75 

Closed-mix bituminous concrete base 

course 50 

Bituminous concrete binder course . . 50 

Coarse-graded bituminous concrete 

surface course 50 

Fine-graded bituminous concrete sur- 
face course.. 0 

Seal coat 0 


Sieve Analysis 

6. The several sizes of coarse aggre- 
gate, when tested by means of laboratory 
sieves having square openings, shall 
conform to the requirements shown in 
Table I. 

3 Appears in this publication, see Contents inNxuneric 
Sequence of A.S.T.M. Designations at front of book. 
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Methods of Samplng and Testing 

■ T. : The coarse ■ aggregate shall be 
sampled and the properties enumerated 
in these specifications shall be deter- 
mined in accordance with the following 
methods of the American Society for 
Testing Materials: 


(5) Standard Method of Test 

for Abrasion of Coarse Aggregate by Use 
of the Los Angeles Machine (A.S.T.M* 
Designation: C 131).® 

{c) Weight per Cubic Foot — ^Standard 
Method of Test for Unit Weight of 
Aggregate (A.S.T.M. Designation: C 29).® 


TABIE I.~GRAD1NG REQUIREMENTS. 


1 

Nominal Size 
(Sieves with 
Square 
openings) 


Amounts Finer than Each Laboratory Sieve (Square Openings), per cent by weight 

U 

3 

in. 

in. 

2 in. 

1§ in. 

1 in. 

I in. 

1 in. 

fin, 

No. 4 
(4760- 
micron) 

No. 8 
(2380- 
micron) 

No. 16 
(1190- 
mi- 
cron) 

24 


100 

90 to 


25 to 60 


OtolO 

OtoS 





3 

357 

. 

2 to 1 in 

2m.toNo.4 


100 

100 

100 

90 to 100 
95 to 100 

35 to 70 

0tol5 

35 to 70 


0 to 5 

10 to 30 


Oto 5 



4 

lltofin 



100 

90 to 100 

20 to 55 

0 to is 


0 to S 


f - t 


467 

l|in.toNo.4. . . . 



100 

95 to 100 


35 to 70 


10 to 30 

0 to 5 



S 

57 

Itolin 

lm.toNo.4. ... , 




100 

100 

90 to 100 
90 to 100 

40 to 75 

15 to 35 
25 to 60 

Oto 15 

0 toS 
OtolO ! 

OtoS 


67 

i in. to No. 4 

f in. to No. 8 





100 

90 toioo 


20 to 55 

OtolO 

0 to 5 


78 






100 

90 toioo 

40 to 75 

5 to 25 

OtoS 


8 

1 in. to No. 8 







100 

85 to 100 

10 to 30 

0 to 10 


9 

No. 4 to No. 16.. . 








100 

85 to 100 

10 to 40 

otoio 


{a) Sampling , — ^Tentative Methods of {d) Sieve Analysis , — Standard Meth- 
Sampling Stone, Slag, Gravel, Sand, and od of Test for Sieve Analysis of Fine and 
Stone Block for Use as Highway Mate- Coarse Aggregates (A.S.T.M. Designa- 
rials (A.S.T.M. Designation: D 75).® tion: C 136).® 



Tentaiive Specijications for 
CALCIUM CHLORIDE* 



A.S.T*M. Designation: B 98-46 T 

Issued, 1946.^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover calcium 
chloride to be used for road purposes, 
acceleration of concrete, and curing of 
concrete. 

Chemical Composition 

2. The calcium chloride shall conform 
to the following requirements as to 
chemical composition: 

Calcium chloride, CaCh (an- 
hydrous), min., per cent 77 

Total magnesium as MgCh, max., 

per cent 0.5 

Total alkali chlorides calculated 

as NaCi, max., per cent 2.0 

Other impurities, max., per cent. 1 .0 

Grading 

3. The calcium chloride shall be in 
the form of flakes and when tested by- 
means of laboratory sieves® shall con- 
form to the following requirements: 


V Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-4 on Road and Paving Materials. 

2 Accepted by the Society at annual meeting, June, 
1946. 

Prior to their present publication as tentative, these 
specifications were published as tentative from 1921 to 
1934, being revised in 1922, 1930, 1933, and 1934. They were 
adopted in 1934 and published as standard from 1934 to 
1946, when they were revised and republished as tentative. 

8 Detailed requirements for these sieves are given in 
the Standard Specifications for Sieves lorTesting Purposes 
(A. S.T.M, Designation: E 11), sec p.,„1237. 


Passing a f-in. sieve lOO per cent 

Retained on a J-in. sieve, 

max 20 per cent 

Passing an 840-micron 
(No. 20) sieve, max. . . 10 per cent 

Packing and Marking 

4. The calcium chloride shall be de- 
livered in moistureproof bags or sacks 
containing approximately 100 lb. each, 
or in airtight steel drums weighing not 
more than 450 lb. each The name of 
the manufacturer, the lot number, the 
approximate net weight, and the per- 
centage of calcium chloride guaranteed 
by the manufacturer shall be legibly 
marked on each container. 

Sampling and Testing 

5. The calcium chloride shall be 
sampled and tested in accordance with 
the Tentative Methods of Sampling and 
Testing Calcium Chloride (A.S.T.M. 
Designation: D 345).^ Every facility 
shall be provided the purchaser should 
he elect to have his representative sample 
the material at the plant. If the pur- 
chaser decides to sample the material 
after delivery it is understood that a 3 
per cent variation in content of GaCla 


* Appears iu this publication, see Contents in Numeric 
Sequence of A.S.T,M.Desigaations at front of book. 
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from the chemical composition prescribed jected if it fails to conform to any of the 
in Section 2 shall be permissible. requirements of these specificationSj and 

■Rejection if it has become caked or sticky in the 

6. The calcium chloride shall be re- containers before opening. 



AMERICAN ASSOCIATION STATE 
HIGHWAY OFFICIALS STANDARD 
A.A.S.H.O. NO.; T 2-46 


Tentative Methods of 

SAMPLING STONE, SLAG, GRAVEL, SAND, AMD STONE 
BLOCK FOR USE AS HIGHWAY MATERIALS* 



A.S.T.M. Designation: D 75-46T 
Issued, 1939^ Revised, 1940, 1942, 1946.® 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These methods are intended to 
apply to the sampling of stone, slag, 
gravel, sand, and stone block for the 
following purposes: 

Preliminary investigation of sources 
of supply, 

Acceptance or rejection of source 
of supply, 

Inspection of shipments of ma- 
terials, and 

Inspection of materials on the site 
of the work. 

Securing Samples 

2. {a) Samples of all materials for 
test upon which is to be based the ac- 
ceptance or rejection of the supply shall 
be taken by the purchaser or his au- 
thorized representative. Samples for 
inspection or preliminary test may be 
submitted by the seller or owner of the 
supply. 

Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials. 

2 Latest revision accepted by the Society at annual 
meeting, June, 1946. 

Prior to their present publication as tentative, these 
methods were published as standard from 1922 to 1939, 
but withdrawn and republished as tentative in 1939. 


(6) Sampling is equally as important 
as the testing, and the sampler shall use 
every precaution to obtain samples that 
will show the true nature and condition 
of the materials which they represent. 

Stone from Ledges or Quarries 
Inspection 

3. The ledge or quarry face of the 
stone shall be inspected to determine 
any variation in different strata. Differ- 
ences in color and structure shall be 
observed. 

Sampling and Size of Sample 

4. Separate samples of stone weighing 
at least 50 lb. each of unweathered 
specimens shall be obtained from all 
strata that appear to vary in color and 
structure. When the toughness or com- 
pression test is required, one piece of each 
sample shall be not smaller than 4 by 5 
by 3 in. in size with the bedding plane 
plainly marked, and this piece shall be 
free of seams or fractures. Pieces that 
have been damaged by blasting shall 
not be included in the sample. 
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Record 

5. In addition to the general informa- 
tion accompanying all samples, the fol- 
lowing information shall accompany 
samples from local ledges that are not 
commercial sources: 

(i) Name of owner or seller, 

(2y Approximate quantity available 
(if quantity is very large this can be 
recorded as practically unlimited), 

(3) Quantity and character of over- 
burden or stripping, 

(4) Haul to nearest point on road 
where the material is to be used, 

(5) Character of haul (kind of road 
and grade), and 

(d) Some detailed record of the ex- 
tent and location of the material repre- 
sented by each sample. 

Note. — sketch, plan and elevation, show- 
ing the thickness and location of the different 
layers is recommended for this purpose. 

Field Stone and Bouldees 
Inspection 

6. A detailed inspection of the de- 
posits of field stone and boulders, over 
the area where the supply is to be ob- 
tained, shall be made. The different 
kinds of stone and their condition in the 
various deposits shall be recorded. 

Sampling 

7. Separate samples shall be selected 
of all classes of stone that visual inspec- 
tion indicates would be considered for 
use in construction . 

Record 

8. Records accompanying samples of 
field stone and boulders, in addition to 
general information, shall contain the 
following: 

(i) Location of supply, 

Note. — The plotting of the field stone and 
boulder area on a TJ. S. topographic or a similar 
map is recommended for this purpose. 


(2) Approximate quantity available, 

and 

(3) The percentages of different classes 
of stone that were sampled, and the per- 
centages of material that can be rejected 
by visual examination and may therefore 
have to be handled and rejected. 

Sand and Gravel : 

Roadside Productions 

Description of Term 

9. Roadside production shall be under- 
stood to be the production of materials 
with portable or semiportable crushing, 
screening, or washing plants established 
or reopened in the vicinity of the work 
on a designated project for the purpose 
of supplying materials for that project. 

Sampling 

10. {a) Samples shall be so chosen as 
to represent the different materials that 
are available in the deposit. An esti- 
mate of the quantity of the different 
materials shall be made. 

ih) If the deposit is worked as an 
open face bank or pit, the sample shall be 
taken by channeling the face so that it 
will represent material that visual inspec- 
tion indicates may be used. Care shall 
be observed to eliminate any material 
that has fallen from the face along the 
surface. It is necessary, especially in 
small deposits, to excavate test holes 
some distance back of and parallel to the 
face to determined the extent of the 
supply. ■ The number and depth of 
these test holes depend on the quantity 
of material that is to be used from 
the deposit. Material that would be 
stripped from the pit as overburden, 
etc., shall not be included in the sample. 
Separate samples shall be obtained from 
the face of the bank and from test 
holes; and, if visual inspection indicates 
that there is considerable variation in 
the material, separate samples shall be 
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obtained at different depths. If in- 
formation on the variations in the pit 
is desired, each of the samples shall be 
tested, but if the average condition only- 
is desired, the separate samples may be 
mixed into a composite sample and 
reduced by quartering to the size 
required for test. If the material being 
sampled consists of sand, a sample 
weighing at least 25 lb. shall be obtained. 
If the material being sampled consists 
of a mixture of sand and gravel, the 
sample shall be large enough to yield 
not less than 25 lb. of the lesser con- 
stituent. 

(c) Deposits that have no open face 
shall be sampled by means of test holes. 
The number and depth of these test 
holes will depend on local conditions and 
the amount of material to be used from 
the deposit. A separate sample shall 
be obtained from each test hole and if 
information on the variations in the 
deposit is desired, each of these samples 
shall be tested, but if the average con- 
dition only is desired and visual examina- 
tion indicates no radical difference in 
size of grain, color, etc., the separate 
samples may be mixed into a composite 
sample and reduced by quartering to the 
size required for test. 

(d) It is very difficult to secure a 
representative sample from a stock pile 
and if conditions require sampling from 
this source, it is recommended that 
separate samples be taken from different 
parts of the pile, care being taken to 
observe any segregated areas and bearing 
in mind that the material near the base 
of the pile is likely to be segregated and 
coarser than the average of the material 
in the pile. In sampling sand, the outer 
layer of material shall be removed' 
until damp sand is reached. 

Record 

11. In addition to the general in- 
formation accompanying all samples 


from roadside productions, the detailed 
information prescribed in items 1 to 6 of 
Section 5 shall be supplied. 

Sand, Gravel, Stone, and Slao' 
Commercial Sources. 

Sampling for Quality 

12. {a) Where practicable, samples 
from commercial sources shall be ob- 
tained from the finished product. Other- 
wise the sample shall be taken in accord- 
ence with the procedure described in 
Section 10. 

{b) Samples to be tested for abrasion 
loss by the Standard Method of Test for 
Abrasion of Coarse Aggregate by Use 
of the Los Angeles Machine (A.S.T.M. 
Designation: C 131) of the American 
Society for Testing Materials^ shall be 
obtained from commercially prepared 
material. 

Sampling at Plant 

13. A general inspection of the plant 
and a record of the screening facilities 
shall be made. The sample shall prefer- 
ably be obtained from cars or boats 
during the loading from stock piles or 
bins. In order to determine variations 
in the grading of the material, separate 
samples shall be obtained at different 
times while the material is being loaded. 
If the samples are obtained from a bin, 
they shall be taken from the entire 
cross-section of the flow of material as it 
is being discharged. Approximately 2 
to 5 tons of material should be allowed 
to flow from the bin before the sample is 
obtained. The testing of separate 
samples will give a better idea of the 
variations that occur but samples shall 
be mixed and reduced by quartering 
when the average condition is desired. 

» Appears ib this publicatioBi see Contents in. Numeric 
Sequence of A.S,T.M. Designations at front of book. 



Sampling at Deli¥ery / made in the Md in order not to delay 

decision on the use of the material. 


14. (a) Where it is not practicable to 
visit the plant, samples for both quality 
and size may be obtained at the destina- 
tion, preferably while the material is 
being unloaded. The sampler should 
realize that segregation of different sizes 
is very likely to occur, and samples shall 
be so chosen as to show any differences 
which occur, both in quality and size of 
material. Separate samples shall be 
taken from three or more points of each 
unit of the shipment, each sample repre- 
senting, as nearly as possible, the average 
of the unit as indicated by careful ob- 
servation (Note). These separate sam- 
ples shall be mixed to form a composite 
sample and this sample shall, if neces- 
sary, be reduced by quartering, but if 
information on variation is desired, the 
separate samples shall be tested. 

Note. — Samples from stockpiles should be 
taken at or near the top of the pile, at or near the 
base of the pile, and at an intermediate point. 
A board shoved into the pile just above the 
point of sampling will aid in preventing further 
segregation during sampling. Samples from 
railroad cars should be taken from three or more 
trenches dug across the car at points which ap- 
pear on the surface to he representative of the 
material. The bottom of the trench should be 
at least 1 ft. below the surface of the aggregate 
at the sides of the car and approximately 1 ft. 
wide at the bottom. The bottom of the trench 
should be practically level. Equal portions 
should be taken at nine equally spaced points 
along the bottom of the trench by pushing a 
shovel downward into the material and not by 
scraping horizontally. Two of the nine points 
should be directly against the sides of the car. 
Fine aggregate may be sampled from either 
stockpiles, trucks, or railroad cars by the same 
procedure or by means of a sampling tube ap- 
proximately li in. in diameter by 6 ft. which, 
with a little practice, will be found to hold damp 
sand forced into it when inserted into the fine 
aggregate to be sampled. Five to eight inser- 
tions of the tube into the unit to be sampled wiD 
furnish approximately 10 lb. of fine aggregate. 

(6) Where test is to be made for size 
only, it is recommended that tests be 


Samples shall also be sent to the labora- 
tory for check tests. 

Number and Size of Samples 

15. (a) The number of samples re- 
quired depends on the intended use of 
the material, the quantity of material 
involved, and the variations both in 
quality and size of the aggregate. A 
sufl&cient number of samples shall be 
obtained to cover all variations in the 
material. It is recommended that each 
sample of crushed stone, gravel, slag, or 
sand represent approximately 50 tons 
of material. 

(6) Samples of crushed stone, gravel, 
slag, and sand which are to be subjected 
to a mechanical analysis in accordance 
with the Standard Method of Test for 
Sieve Analysis of Fine and Coarse 
Aggregates (A .S .T.M. Designation : 
C 136) of the American Society for 
Testing Materials^ shall conform to the 
weight requirements prescribed in 
Table I. 


TABLE L-SIZE OF SAMPLES. 


Nominal Maximum 
Size of Particles, Pass- 
ing Sieve 

Minimum 
Weight of 
Field Samples, 
lb. 

Minimum 
Weight of 
Sample for 
Test,® g. 

Fine Aggregate 

No. 10 

i 10 

100 

No. 4 

1 

500 


Coarse Aggregate 

in 

10 

1 000 

in 

20 

2 500 

^ in 

30 

5 000 

i in 

50 

10 000 

in 

70 

IS 000 


90 

20 000 

2J4 in 

100 

25 000 

3 in,. 

125 

30 000 

3 ^ in 

150 

35 000 



® Tbe sample for test shall be obtained from the field 
sample by quartering or other suitable means to insure a 
representative portion. 


' Bank Run SanBvAnd Gravel 
Size of Samples 

16. (a) Samples of run of bank (where 
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the sand and gravel are combined) shall 
weigh at least 100 lb. when the gravel 
content is 50 per cent or more of the 
whole. If the gravel is less in percent- 
age, the sample shall be increased in 
proportion. 

Note: When the gravel percent- 

age is 25,, per cent' .of the whole,. ,the , sample 
.should, weigh 200 lb. 

(J) Samples for mechanical analysis 
shall conform to the requirements for. 
size of sample as prescribed in Table I. 

Miscellaneous Materials 
Sampling ,. 

17. Samples of slag sand, stone sand, 
screenings, mine ,.t.aiiings, and all other 
materials used instead of .sand and gravel 
or broken stone, shall be inspected in 
the same m.anner . and samples shall be 
taken in the same manner as prescribed 
for the materials of similar size and 
classification. 

, Stone Block 
Place of Sampling 

18. Samples of stone block shall be 
taken either at, the quarry, or .at the 
destination as directed, by the purchaser. 
Blocks that would be rejected by visual 
inspection shall not be included in the 
.sam.ple. 


Size of Sample 

19. . The sample shall consist of , at 
least sk , blocks and. .the. bedding . plane 
shall be marked on at least two of these. 

■ M.AREING AND SHIPPING. SAMPLES ^ 
Marking . 

■. ' 20. 'Each sample or separate container 
shall be accompanied by a card or regu- 
.lar form, ■ preferably in , the CGn.t.ainer, 
giving ■ the following information : . 

,' '-.(i). By .whom taken, , and the official', 
title or rank of the sampler, 

(2 ) .,' By, whom submitted, , . 

■ (3) Source of supply, and in ease of 
commercial supplies, daily production, 

(4) Proposed use for the material, and 

(5) Geographic location, and shipping 
. facilities (name . ,of . ■ railroad, canal „ or 
, river, oi' other common carrier). 

Shipping Samples 

21, (a) Stone Samples of 

ledge stone, crushed stone, and slag 
shall be shipped in a secure box or 

bag. 

(5) Gravely Sand, ^/c.-^Samples of run 
of bank gravel, sand, : screenings, . and , 
other fine material, shall be shipped in a 
tight box or closely woven bag so 
there will be no loss of the finer parti- 
cles. 

(c) Stone Samples of stone 

block shall be securely crated. 



Tentative Methods of 

SAMPLING AND TESTING CALCIUM CHLORIDE* 


A.S^T.M, Designatioii: D 345 - 46 T 
Issued, 1946.* 

Titese Xentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These methods cover procedures for 
sampling and testing calcium chloride. 

Sampling 

2. A mesh lot of calcium chloride shall 
be sampled for testing purposes as fol- 
lows: 

Not less than three containers shall be 
selected at random from the lot. Each 
of the containers shall be sampled by 
scraping aside the top layer to a depth 
of approximately 1 in. and taking 1-lb. 
samples by means of a sampling thief 
or other method which will insure a 
sample that is representative of a cross- 
section of the material in the container 
to a depth of at least 6 in. Precautions 
should be taken during the sampling 
operation to avoid exposing the sample 
unduly to atmospheric moisture. The 
individual samples shall be immediately 
and thoroughly mixed to form a repre- 

1 Under tlie standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials. 

2 Accepted by the Society at annual meeting, June, 1946. 

Prior to their present publication as tentative, these 

methods were published as tentative from 1932 to 1934. 
They were adopted in 1934 and published as standard from 
1939 to 1946, when they were revised and republi^ed as 
tentative. 


sentative composite sample of material, 
and stored in a sealed glass container. 

Sieve Analysis 

3. Approximately 200 g. of calcium 
chloride weighed to the nearest 0.1 g. 
shall be sieved in accordance with the 
Standard Method of Test for Sieve 
Analysis of Fine and Coarse Aggregates 
(A.S.T.M. Designation: C 136),^ utiliz- 
ing the |-in., |-in., and No. 20 sieves 
together with a bottom pan and a cover 
(sieving shall be completed within a 
period of approximately 1 min.). The 
sieve analysis shall be reported on the 
basis of the grading requirements speci- 
fied in Section 3 of the Tentative Speci- 
fications for Calcium Chloride (A.S.T.M. 
Designation: D 98).^ 

Total Calcium 

4. (a) Weigh accurately in a weighing 
bottle a sample of approximately 50 g. 
(Note 1) and dissolve in distilled water. 
Add sufficient HCl to clear, and then 
dilute to 500 ml. in a volumetric flask 
and mix thoroughly. Pipette a 50-ml. 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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■aliquot into another SOO-ml. volumetric 
flask, dilute to volume and mix tho- 
roughly. Pipette a 25-ml. aliquot and 
add enough diluted NH4OH ' to make 
slightly alkaline to methyl orange or 
methyl red. Add 20 ml. of cold sat- 
urated NH4CI solution and dilute to 
from 100 to 125 ml. Heat to boiling 
and, while stirring to precipitate the 
calcium, add 20 ml. of cold saturated 
(NH 4 ) 2 C 204 . Let stand 1 min., and 
if the precipitate does not show a 
tendency to settle well, bring back to 
boiling and continue the stirring. Let 
settle 20 min. and filter through No. 
42, 11-cm. Whatman filters or paper of 
an equivalent grade. Wash free from 
oxalate and chloride with hot water. 
Wash the precipitate back into the 
original beaker and dilute to about 100 
ml. Dissolve the precipitate with 10 
to IS ml. of diluted H 2 SO 4 (1:4), heat 
to about 80 C., and titrate to a pink 
color with 0.1 N KMn 04 . Add the 
paper, and finish the titration to a faint 
pink with the standard KMn 04 . 

(b) Calculation . — Calculate the total 
calcium as percentage of CaCl 2 , as 
follows: 

Percentage of CaCh = 

ml. ofQ.liVKMn04 X 11.1 
wt. of original sample in grams 

The calculated percentage of CaCL 
shall be corrected for Ca(OH )2 and 
CaCOs. 

Total Alkalinity and Magnesium Com- 
pounds 

5. {a) Weigh accurately a 10.00-g. 
sample (Note 1), place in a 400-ml. 
beaker, and dissolve in 25 ml. of water. 
Add a drop of phenolphthalein indicator, 
and titrate with 0.1 HCl until the 
brilliant pink color fades or becomes a 
dull, slowly-returning color when tested 


by adding another drop or two of indi- 
cator. Then add' enough of the . O.i N 
HCl in excess to give a permanent red 
color after the addition of ■ a drop of 
methyl orange indicator. Titrate back 
to the neutral point with 0.1 A NaOH 
and adjust to a faint pink color with 
0.1 N HCL Use these solutions for the 
subsequent determination of magnesium 
compounds. 

{h) The net volume of acid used is 
sometimes calculated as calcium hydrox- 
ide for convenience, as follows: 

Percentage of Ca(OH )2 == 

ml. of 0.1 N HCl X 0,0037 X 10 

(c) To the neutral solutions add 9 ml. 
of 1 A NaOH which will precipitate 
Mg(OH )2 along with some Ca(OH) 2 . 
Filter the precipitate and transfer as 
much as possible to the filter. Dissolve 
the precipitate from the paper to the 
original beaker with about 10 ml. of 
HCl (1:1). Add 30 ml. of cold satu- 
rated NH 4 CL With a volume of about 
150 ml, heat to boiling and add from 
50 to 60 ml. (or an excess) of cold 
saturated (NH 4 ) 2 C 204 « Heat just to 
boiling while stirring, and slowly make 
alkaline with diluted NH 4 OH. Let 
stand 10 to 15 min. and filter through a 
retentive qualitative paper such as 
Whatman’s No. 2 or 3. Save this 
filtrate. Return the precipitate to the 
original beaker, dissolve in HCl (1:1) as 
before, add 15 ml. of cold saturated 
NH 4 CI and 10 ml. of the (NH 4 ) 2 C 204 , 
heat to boiling, and slowly make alka- 
line with diluted NH4OH. When the 
precipitate is well formed and settles 
readily, filter as before, and combine the 
two perfectly clear filtrates. Concen- 
trate to about 250 ml. If much mag- 
nesium is present, the oxalate may 
precipitate. Add HCl to dissolve it. 
At a temperature of approximately 
70 C., slowly add 10 ml. of (NH 4 ) 2 HP 04 
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slowly until the precipitate is formed, 
then: add excess. ■ Let stand over night, ' 
stirring vigorously several times and also 
just before filtering. Filter through a 
Gooch crucible or a No. 42 Wliatman ' 
paper, or paper of equivalent quality, 
and wash with cold' NH4OH (1:10). 
Ignite to' constant ' weight and weigh as . 
Mg 2 P 207 . If ' the alkalinity' is appre- 
ciable and the total 'iiiagnesium low, this 
should be calculated as Mg(OH)2. Any 
balance of magnesium over total alka- 
linity would be MgCb. 

{d) Calculate the per- 

centage of Mg(OH )2 as follows: 

Percentage of Mg(OH )2 = 

grams of Mg 2 P 207 X 0.524 X 10 

Percentage of Mg(OH )2 X 34.3 = 

ml. of 0.1 iV HCl due to Mg(OH )2 

If the alkalinity titration with phe- 
nolphthalein was stopped and the milli- 
liters recorded with the brilliant pink 
faded, the milliliters represent actual 
Ca(OH )2 present, as follows: 

Percentage of Ca(0H)2 — 

ml. of 0.1 HCl X 0.0037 X 10 

The difference (milliliters for methyl 
orange end point minus milliliters for 
phenolphthalein end point) minus milli- 
liters due to Mg(OH) the 

milliliters due to CaCOs, as follows : 

Percentage of GaCOs = 

ml. of 0.1 iV HCl due to CaCOa X 0.0050 X 10 
Percentage as CaGb = 

(mi. for Ca(OH) 2 -1- ml for CaCOs) X 

0.00555 X 10 

Deduct this latter percentage from total 
calcium as net CaCb. 

Note. — If a large amount of MgCh (2 or 3 
per cent) is present, the calculation of CaCOa 
will be inaccurate. 


■ ^ Chloride 

6. (a) The; chlorides KCl and NaCl 
shall be determined together. Where 
it is desired to distinguish between 
them, the potassium'may be determined 
by any standard method and the two 
reported separately.. The, perchlorate 
■ method may be used for this determina- 
tion. For routine work the KCl and 
NaCl shall be reported as percentage of 
NaCl. The method used shall be as 
follows: 

Dissolve an 8.000-g. sample (Note 1) 
in 50 ml. of hot water, add 1 g. of c.p. 
Ca(OH) 2 , mix well, and boil gently for 
1 min.' Dilute to exactly, 100 ml. in a 
volumetric flask.. Filter through a dry 
, paper, discarding, the first 10 ml., pipette 
a 25. OO-ml, aliquot, add 20 ml. of 
water; heat to boiling and add 50 ml. 
of hot {NH' 4 ) 2 C 204 (5; per cent) or 
(NH4)2C03 (4 per cent)— preferably the 
latter. Dilute to 100 ml. and mix well. 
Let stand until the temperature is 
about that of the room and adjust the 
volume. 

(6) Finally, filter through a dry re- 
tentive filter paper, discarding the first 
10 ml. and refiltering if cloudy. Pipette 
a 25. OO-ml. aliquot in a 250-ml. beaker 
and add 1 ml. of HCl (sp.gr. 1.19). 
Evaporate to dryness on a steam bath. 
Thoroughly ignite in a muffle or heat- 
treating furnace (Note 2) at 300 to 
350 C. In about 30 min., organic and 
ammonium salts should have been driven 
off. Cool, dissolve in 10 ml. of water, 
add 3 drops of Na 2 Cr <)4 or K 2 Cr 04 (5 
per cent) solution as indicator, and 
titrate with 0.02 N AgNOg (Note 3) 
to a pink end point. If the ignition was 
correctly done, there wiE be but little 
brown or yellow coloration due to 
charred organic residue to interfere with 
seeing the end point. Run a blank on 
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tEe reagents used. If this is less than 
0.5 ml. neglect it, if oyer 0.5 ml. subtract 
from the titration after deducting 0.5 
ml. (1.00 ml: of 0.02 iV AgNOs is equiva- 
lent to 0.00117 g. NaCl). In the 
method as given, 0.5000 g. of sample is 
finally titrated. 

{c) C alculation , — Calculate the total 
alkali chlorides as sodium chloride, as 
follows: 

Percentage of NaCi = 

ml. of 0.02 N AgNOs X 0.00117 X 1.05 X 100 
0.5000 

or 

Percentage of NaCl == 

ml. of 0.02 N AgNOs X 0.246. 


Rapid Technical Method ^ ^ 

7. {a) For ordinary purposes, where 
the quantity of material purchased does 
not warrant the employment ■ of the 
foregoing method of analysis, calcium 
chloride is deemed as satisfactory if the 
total chlorides present, determined by 
titration with 0.1 N AgNOg and calcu- 
lated to CaCh, is in excess of 78 per cent 
and if not more than a slight precipitate 
of Mg(OH )2 appears when a 10 per cent 
filtered solution of the material is made 
alkaline with NH 4 OH. 

{h) No material shall be rejected 
under this technical method of analysis, 
and in case the calcium chloride tested 
by this rapid procedure does not conform 
to the specifications, it shall be analyzed 
by the methods described in Sections 
4 to 6 , inclusive. 


Explanatory Notes 


Note 1. — Instead of weighing out separate 
samples as indicated in Sections 4, 5, and 6, a 
50-g. sample may be dissolved and diluted to 
500 ml. in a volumetric flask with distilled water. 
For the procedure in Section 4, pipette a 50-ml. 
aliquot into another 500-ml. volumetric flask 
and dilute to volume. From this second flask, 
containing 5 g. of original sample, pipette a 
25-ml. aliquot as indicated in Section 4 and con- 
tinue the procedure for total calcium as outlined. 
For the procedure in Section 5, measure from a 
burette a lOO-ml. aliquot which will represent 
a 10-g. sample for alkalinity and magnesium 
compounds. For the procedure in Section 6, 
measure 80 ml. of solution from a burette, 
which will represent 8 g. of sample for the alkali 
chlorides. This handling will render accurate 
distribution of the insoluble Mg(OH )2 and 
CaCOs present more difficult than using direct 
w^eighed samples. However, if each volumetric 
flask is well mixed before each portion is re- 
moved, fairly accurate results can be expected. 
Instead of weighing accurately a iO.OO-g. sample, 
a sample of approximately 10 g. may be used if 


desired, in which case the percentage of Ca(OH)2 
may be calculated as follows: 

Percentage of Ca(OH )2 — 

ml. of 0.1 N HCl X 0.0037 X lOQ 
wt. of sample in grams 

Note 2. — In case a muffle or furnace with 
close heat control is not available, a moderate 
bunsen flame played over the beaker may be 
used to volatilize the ammonium and organic 
compounds. In this case it would be advisable 
to control the determination by means of a 
known mixture having NaCl present in the 
same magnitude. 

Note 3.—The 0.02 N AgNOs may be con- 
veniently made by diluting 50,00 ml. of exactly 
0.1 iV solution to a 250-mL voluihe. There is 
an empirical correction to be made on the factor 
W’hich amounts to the 0.02 N value multiplied 
by about 1.05. This can be determined exactly 
by running on known mixtures having the same 
magnitude composition as the calcium chloride 
to be analyzed. 



Tentative Specifications for 


TARi 


A.S.T.M, Designation: D 490 - 43 T 
Issued, 1938; Revised, 1943.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover 14 grades 
of tar, as follows: 

Gmie% RT-1, RT-2, RT-3, and RT-4 
for use in prime coat application 
and light surface treatment, 

Grades RT-5 and RT-6 for use in 
surface treatment and road mix, 

Grades RT-7^ RT-8, and RT-Q for use 
in surface treatment, road mix, 
plant mix, and seal coat, 

Grades RT-10, RT-Il, and RT-12 for 
use in surface treatment, plant mix, 
penetration, crack filler, and seal 
coat, and 

Grades RT,C,B.-5 and RT.C.B-6 for 
use in patching, surface treatment; 
also for plant mix and road mix 
where low-temperature application 
and quick setting are desired, 

■Properties 

2, The tar shall conform to the re- 
quirements prescribed in Table I. 

Methods of Sampling and Testing 

3. The material shall be sampled and 
the properties enumerated in these 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S T.M. Committee D-4 on Road and Paving Materials. 

2 Revision accepted by Committee E-10 on Standards, 
November 10, 1943. 


specifications shall be determined in 
accordance with the following methods 
of the American Society for Testing 
Materials, with the exception of the test 
specified in Paragraph {d ) : 

{a) Sampling. — Tentative Methods 
of Sampling Bituminous Materials 
(A.S.T.M. Designation: D 140).® 

(6) Water. — Standard Method of Test 
for Water in Petroleum Products and 
Other Bituminous Materials (A.S.T.M. 
Designation: D 95).® 
ic) Specific Gravity. — Standard Meth- 
od of Test for Specific Gravity of Road 
Oils, Road Tars, Asphalt Cements, and 
Soft Tar Pitches (A.S.T.M. Designa- 
tion: D70).® 

{d) Specific Viscosity. — ^Standard 
Method of Test for Specific Viscosity 
(Engler) (Method T 54)^ of the American 
Association of State Highway Officials. 
The results shall be reported as specific 
viscosity compared with water at 25 C. 
(77 F.). 

(e) Float Standard Method of 


» Appears in this publication ,see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 

* See “Standard Specifications for Highway Materials 
and Methods of Sampling and Testing,” The Am. Assn. 
State Highway Ofl&cials, Part 11, p. 55 (1942) . 
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TABLE 1.— REQUIREMENTS FOR TAR. 
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temperature, road conditions, and climate. 
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SPEcmcATiONS lOR Tar' (D 490 - 43 :T) 


Float Test for Bituminous Materials 
(A.S.T.M. Designation: D 139).® 

. (/) DislillaUon.'—StmddLid Method of 
Test for Distillation of Tar Prod- 
ucts Suitable for Road Treatment 
(A.S.T.M; Designation: D 20).® 
ig} Softening Standard 

Method of Test for Softening Point of 
Bituminous Materials (Ring-and-Ball 


Method) (A.S.T.M. Designation: D 
36).® 

(h) Sulfonation Index ,^ — Tentative 
Method of Test for Sulfonation Index of 
Road Tars (A.S.T.M, Designation: D 
872).® 

(i) Total Bitumen , — Standard 

Method of Test for Detemiination of 
Bitumen (A.S.T.M. Designation: D 4).® 

6 Editorially revised in June, 1946. 



AMERICAN ASSOCmTION STATE 
HIGHWAY OFFICIALS STANDARD 
: ■ A JL.S.H.O. NO.; T 4CM6 


Tentative Methods of 
SAMPLING BITUMINOUS MATERIALS* 



A.S.T.M. Designation: D 140 ~ 46 T 
Issued, 1939; Revised, 1941, 1946,“ 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St. Philadelphia 3, Pa. 


General Directions 

1. Samples may be taken for either 
of two purposes: 

{a) To represent as nearly as possible 
an average of the bulk of the material 
sampled. 

Q}) To ascertain the maximum varia- 
tion in characteristics which the mate- 
rial may possess. In either case they 
shall be obtained by methods hereinafter 
described. 

Protection and Preservation 

2. {a) Care shall be taken that the 
samples are not contaminated with dirt 
or any other extraneous matter and that 
the sample containers are perfectly 
clean and dry before filling. 

{h) Immediately after filling, the sam- 
ple containers shall be tightly closed 
and properly marked for identification 

1 Under the standardization procedure of the Society, 

these methods are under the joint jurisdiction of A.S.T.M. 
Committee D-4 on Road and Paving Materials and Com- 
mittee D-8 on Bituminous Waterproofing and Roofing 
Materials. . , 

2 Latest revision accepted by the Society at annual 

meeting, June, 1946. , ^ ^ . 

Prior to their present publication as tentative, these 
methods were published as tentative from 1922 to 1925, 
being revised in 1923. They were adopted in 1925, pub- 
lished as standard from 1925 to 1939, but withdrawn and 
republished as tentative in 1939. 


on the container itself or on a linen tag 
attached to the container. 

Time and Place 

3. (a) Whenever practical, bitumi- 
nous materials shall be sampled at the 
point of manufacture, and at such time 
as to allow the tests, controlling accept- 
ance or rejection, to be made in advance 
of shipment. 

{h) When impracticable to take sam- 
ples at the point of manufacture, they 
should be taken from the shipment 
immediately upon delivery. 

Size of Samples 

4. For routine laboratory examination 
of acceptability of a given lot, not less 
than 1 qt. of material should be sub- 
mitted which should be representative 
of the average sample collected as 
hereinafter described. 

Contaiiiers 

5. Containers for liquid bituminous 
materials shall be small-mouth cans 
with cork-lined screw caps. Containers 
for semisolid and solid materials shall 
be friction top cans. 
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Sampling Bituminotjs Materials (D 140 - 46 T) 


Sampling at Place oe Manufacture 
From Bulk Storage 

6. The inlet and outlet to the storage 
tank shall be sealed and a 1-gaL sample 
drawn from the top, middle, and bottom 
contents. The sample may be taken 
from drain cocks on the side of the tank, 
if such are available. Enough material 
should be discarded to insure a repre- 
sentative sample. Otherwise, samples 
may be taken by lowering, weighted 
bottles or cans into the material. The 
bottle or can should be fitted with a 
stopper which can be removed by a 
string or wire attached to it after it has 
been lowered to the proper depth. The 
three samples from bulk storage shall be 
tested separately for consistency in 
order to detect stratification. They 
may then be combined and thoroughly 
mixed for other tests that may be 
required. 

During Loading 

7. Where tank cars, distributors, or 
barrels are being filled, samples may 
conveniently be taken from the pipe 
line through which the material is 
flowing, as hereinafter described. 

4. When Material is Pumped Under 
Pressure 

Material Under Pressure 

8. {a) The sampling pipe shall be 
inserted into a rising section of the 
pipe line on the discharge side of the 
pump. The sampling pipe shall be 
not more than one-eighth the diameter 
of the line pipe and its opening should 
be turned at an angle of 90 deg. facing 
the flow of the liquid. This pipe shall 
be provided with a plug cock and shall 
discharge into a sample receiver. The 
plug cock shall be so adjusted that there 
is a steady continuous flow of bituminous 
material through it and so regulated that 
the sample receiver will fill to the re- 


quired amount in the same time that 
is required to make the entire pumping. 
In the case of semisolid materials, the 
receiver shall be provided with a steam 
coil which shall keep the contents at a 
temperature just above the liquefying 
point. At completion of the pumping, 
the receiver shall be thoroughly agitated, 
and a 1-qt. sample taken therefrom. 
The sampling shall be so regulated that 
for each 1000 gal. of material pumped, 
at least 1 gal. of sample is taken; hut 40 
gal. shall be the limit required for any 
one cargo. 

(&) Care should be taken that .the 
drip cock, after once having been set, 
allows a constant flow during the 
pumping. 

{c) This method is also applicable to 
gravity flows where the" pipe line is 
completely filled by the outflowing 
liquid and has a rising section. 

B, When Materials Flow by Gravity 
Material Flowing by Gravity 

9. Materials flowing by gravity 
through pipes which are not completely 
filled may be sampled by taking dipper- 
fuls at the outlet at frequent and regular 
intervals. These samples shall be com- 
bined and the total sample shall be not 
less than 0.1 per cent of the whole 
material. The samples shall be col- 
lected in a receiver and resampled as 
described in Section 8. 

Sampling at Point of Delivery 

Tank Cars 

10. {a) The material in the car should 
be agitated or otherwise mixed prior to 
sampling, if possible. Liquid bitumi- 
nous materials shall be sampled before 
heating, if possible, but if heating is 
necessary at no time shall the temper- 
ature exceed the application temper- 
ature. Semisolid or solid bituminous 
material shall be rendered fluid by heat- 
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ing, A careful observation of the condi- 
tion of the material in regard to the 
presence of free water on top of the 
material in the car shall be made. 

(b) Samples may be taken by means 
of a weighted bottle or can as described 
in Section 6 from the top, middle, and 
bottom of the material in the car or 
from the unloading pipe line as de- 



scribed in Section 7. The sample bottle 
shall be dried and any extraneous ma- 
terial on the outside removed before 
pouring the sample into the shipping 
container. A suitable sampling device 
is shown in Fig. L Tests on the individ- 
ual samples will give a better indica- 
tion of the variations which occur in the 
material, but the samples should be 
combined to form a composite sample 
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when it is desired to deterniine the aver- 
age condition. 

Distributors 

11 . Samples may be taken from dis- 
tributors by means of a weighted 
bottle or can, as described in Section 6. 
One sample shall be sufficient. 

Barrels, Drums, and Cakes 

12 . (a) Semis olid, or Solid M aierials,— 
Where the lot of material to be sampled 
is obviously from a single run or batch 
of the producer, one package or cake 
shall be selected at random and sampled 
as described in the following paragraph. 
Wliere the lot of material to be sampled 
is not obviously from a single run or 
batch of the producer, or where the 
single sample selected as described above 
fails on test to conform to the require- 
ments of the specifications, a number of 
packages or cakes shall be selected at 
random equivalent to the cube root of 
the total number of packages or cakes 
in the lot. For convenience, the follow- 
ing table is given, showing the number 
of samples to be selected for shipments 
of various sizes: 

Packages or Packages or 

Cakes in Cakes 

Shipment Selected 

2 to 8 2 

9 to 27 3 

28 to 64... 4 

65 to 125 5 

126 to 216, . 6 

217 to 343 7 

344 to 512 8 

513 to 729. 9 

730 to 1000 10 

1001 to 1331 .....11 

Samples shall be taken from at least 
3 in. below the surface and at least 3 in. 
from the side of the container or cake 
or from the center of a cake. A clean 
hatchet may be used If the xnaterial is 
hard enough to shatter and a broad 
stiff putty knife if the material is soft. 
An auger, or brace and f-in. bit, or 
other suitable means may also be used. 
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When more than one package or cake ducer the. samples shall be combined 


in a lot is sampled, each individual 
sample shall be not less than | lb. in 
weight. When the lot of material is 
obviously from a single run or batch 
of the producer, all samples from the 
lot shall be melted and thoroughly 
mixed, and an average sample taken 
from the combined material for exami- 
nation. In case more than a single run 
or batch of the producer is present and 
the batches can be clearly differentiated, 
a composite sample shall be prepared 
for examination from each batch. Where 
it is not possible to differentiate between 
the various batches each sample shall be 
examined separately. 

(6) Liquid Materials . — Samples of 
liquid bituminous materials from barrels 
or drums shall be secured by taking 
1 qt. of material from packages selected 
at random accqrding to the cube root 
method described in Paragraph (a). 
When the lot of material is obviously 
from a single run or batch of the pro- 


and thoroughly mixed and an average 
sample taken from the combined' mate- 
rial. ■ In case more than one run or 
batch is present and can be clearly 
differentiated, a composite sample shall 
be prepared from each batch. ■ Where 
it is impossible to differentiate between 
the various batches or runs, each sample 
shall be examined separately. 

Bulk and Bags 

13. Solid bituminous materials in 
crushed fragments or powder, such as 
gilsonite, grahamite, etc., shall be sam- 
pled in accordance with the Standard 
Method of Sampling Coal for Analysis 
(A.S.T.M. Designation: D 21),^ except 
that the gross sample may be less than 
1000 lb. but not less than 50 lb. when 
knowledge of the uniformity of the solid 
bituminous material in the shipment 
warrants. 


* 1946 Book of A-S.T.M. Standards, Part III- A. 



Tentative Method of Test for 

HOT EXTRACTION OF ASPHALTIC MATERIALS ANT) 
RECOVERY OF BITUMEN BY THE MODIFIED 
ABSON PROCEDURE' 



A.S.T.M. Designation: D 762 - 44 T 
Issued, 1944.^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Societ}' at 1916 Race St., Philadelphia 3, Pa. 

{£) Centrifuge. — A centrifuge capable 
of handling two 8-oz. wide-mouth bot- 
tles at 770 times gravity.® 

(f) Bottles. — supply of 8-oz. wide- 
month bottles. 

(/) Distillation AssemUy.—K distil- 
lation assembly as shown in Fig. 2 and 
consisting of the following items: 

(i) A heat-resistant^ glass distillation 
column 250 mm. in length and 25 mm. 
in diameter, and provided with a side 
arm 150 mni. in length and 8 mm. in 
diameter. 

{2) An iron tripod. 

(J) A 6 by 6-in. 20-mesh wire gauze 
with an asbestos center. 

(4) A gas burner. 

(5) A water- jacketed condenser 475 
to 500 mm, in length, 

(6) Three thermometers confonning 
to the requirements for thermometer 
7F - 39 as prescribed in the Stand- 
ard ; Specifications for A.S.T.M. Ther- 
mometers (A.S.T.M. Designation : E l).® 

» Aii “International” No. 2 Centrifuge at 1900 rpm. 
will meet these requirements. 

'‘Pyrex glass is satisfactory for this purpose. 

6 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Scope 

1. This method of test covers the pro- 
cedure for the extraction of benzol 
soluble bitumen from asphaltic mix- 
tures, the removal of mineral matter 
from the solution and the recovery of 
the bitumen from solution in sufficient 
quantity for further testing. 

Note. — ^This method has been studied by 
the committee for asphalts harder than 150 
penetration. Suitability of the method for 
softer residues has not been determined. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Oven.— An oven capable of main- 
taining the temperature at 210 to 220 F. 

(b) Balance. — A balance capable of 
weighing 50G0-g. 

(c) Extractor.— An extraction appa- 
ratus as shown in Fig. 1. 


^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-4 on Road and Paving Materials. 

2 Accepted bv the Society at annual meeting, June, 
1944 , ■■ 
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i . 
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Fig. l.—Extraction Assembly. 
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Fig. 2.— Distiliation Assembly. 
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(7) A 250-ml. Eiienmeyer receiv.mg 
flask and a 250-mL Eiienmeyer filtering 
flask. 

(<?) A 500-ml. graduated cylinder. 

, (P) Corks of assorted sizes. 

(10) A ringstand and supports. 

(11) A distillation flask as shown in 
Fig. 3. . ' 

(12) An oil bath for the distillation 
'flask. . 


Sample 

4- A sample of sufficient size to. result 
in at least 100 g. of recovered bitumen 
is required. About 1000 g. of sheet- 
asphalt mixtures will usually be suffi- 
cient unless the largest particles in the 
sample are 1 in.^ in which case 2000 g. 
will usually be required. Mixtures con- 
taining larger aggregates will require 
still larger samples. 



(13) A gas flow meter. 

(14) A gas inlet coil. 

(15) A cylindrical, flat-bottom, seam- 
less tin container of 6-oz. capacity. 
The container shall be 70 mm. (2f in.) 
in diameter and 45 mm. (If in.) in depth 
(Note). 

Note.— C ontainers known in the drug trade 
as seamless ‘fiintment boxes” may be obtained 
in the dimensions conforming to these require- 
ments. 

Reagents 

3. (a) Benzol (tliiopene free, dry, with 
a boiling range of 79.5 to 81.5 C.). 

(h) Carbon dioxide. 


Procedure 

5. (a) The sample shall be placed in 
the oven at 210 to 220 F. for 15 min., 
broken into pieces and dried in the oven 
for an additional 30 min. The desired 
amount of the sample shall be weighed 
to the nearest 5 g. and placed in the 
basket of the extractor with the stirrer 
in place. The extractor shall be charged 
with 400 ml of benzol and the wire 
cone hung on the bottom of the basket. 
The basket shall be inserted in the ex- 
tractor, the condenser cover placed on 
the extractor and the handle placed on 
the stirrer. Cold water shall be cir- 
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culated through the' condenser. The 
electric .heater shall be connected and 
the sample extracted until the benzol 
is colorless (Note). When the sample 
contains a mineral filler, the stirrer 
shall be turned by hand one-half turn 
every 15 min. (after the benzol becomes 
Straw colored) to break up the settled 
filler and remove the last traces of 
bitumen. 

Note.— T his can be observed by placing a 
light at one window of the extractor and ob- 
serving the dripping benzol through the other 
window. 

(6) The benzol solution shall be drawn 
off and the volume increased to 400 
ml. by the addition of fresh benzol, using 
this solution to wash the extractor if 
necessary. The solution shall be poured 
into two 8-oz. wide-mouth bottles, bal- 
anced accurately, stoppered, and placed 
in the centrifuge. The solution shall 
be centrifuged at room temperature for 
30 min. at 770 times gravity using the 
distance (in feet) from the center of the 
centrifuge to a point midway in the 
liquid, as the value of R in the following 
formula for calculation of speed of the 
centrifuge: 

o , 1500 

Speed, rpm. = 

(c) The solution shall be poured into 
a previously weighed 500-ml., three- 


neck flask, care .being taken not to dis- 
turb or include the sediment. ■ 

(d) Using the distillation assembly 
shown in Fig. 2, the temperature shall 
be raised inside the flask to 300 F. 
(148,9 C.) at such a rate that the benzol 
is collected at a rate of 50 to 70 drops 
per min. As soon as this rate falls off, 
carbon dioxide gas shall be admitted 
slowly, increasing to a rate of 800 to 900 
ml. per min. The contents of the flask 
shall be maintained at 295 to 305 F. 
(146.1 to 151.7 C.) for exactly 30 min. 
with full carbon dioxide gas rate. The 
outside bath temperature ordinarily shall 
be held 15 to 25 F. (8 to 14 C.) higher 
than the inside in order to maintain a 
sample temperature of 295 to 305 F. 
(146.1 to 151.7 C.), 

(e) The flame shall be removed, the 
carbon dioxide gas shut off, and the 
apparatus disassembled. The outside 
of the flask shall be cleaned and the 
flask and contents weighed. The per- 
centage of bitumen shall be determined 
by the following formula: 


Bitumen, per cent = 


wt. of flask and contents — wt. of flask 
wt. of original sample 


X too 


(/) The contents of the flask shall 
then be poured into the 6-oz. container 
and cooled. 



AMEWCAir. ASSOCIATIOK 'STATE 
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Tentative Method of Test for 
LOSS ON HEATING OF OIL AND ASPHALTIC COMPOUNDS* 



A.S.T.M. Designation : D 5 - 39 T 
Issued, 1939; Revised, 1939.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
the determination of the loss in weight 
(exclusive of water) of oil and asphaltic 
compounds when heated as hereinafter 
prescribed. 

Apparatus 

2. (ii) Omn . — ^The oven shall be rec- 
tangular in form with double walls and 
heated by electricity. Its interior di- 
mensions shall be as follows: Height, 
exclusive of space occupied by the heat- 
ing element, not less than 29.21 cm. 
(11.5 in.); width and depth, not less 
than 29,85 cm. (11,75 in.). The oven 
shall have in front a tightly-fitting 
hinged door, which shall provide a clear 
opening substantially of the interior 
height and width of the oven. The 
door may contain a window with linear 
dimensions of at least 10 cm. (4 in.), 
and with two sheets of glass separated 
by an air space, through which a vertical 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D"4 on Road and Paving Materials. 

2 Prior to its present publication as tentative, this 
method was published as standard from 1911 to 1939, being 
revised in 1916, 1920, 1927, 1930, 1933, but withdrawn, re- 
vised, and republished as tentative in 1939. 

Revision accepted by Committee E-10 on Standards, 
August 24, 1939, Editorially revised in 1941. 


thermometer located as specified in 
Section 4 may be read without opening 
the door; or the oven may be provided 
with an inner glass door, through which 
the thermometer may be observed on 
opening the outer door momentarily. 

The oven shall be adequately venti- 
lated by convection currents of air, and 
for this purpose the oven shall be pro- 
vided with openings for the entrance of 
air and the exit of heated air and vapors. 
Openings for the entrance of air in 
interior walls of the oven shall be sym- 
metrically arranged in the bottom or in 
side walls near the bottom, and shall be 
so placed that incoming air will circu- 
late around the* heating elements; the 
openings shall have a total area of not 
less than 1.3 sq, cm. (0.2 sq. in.). Open- 
ings for the exit of heated air and vapors 
in interior walls of the oven shall be 
symmetrically arranged in the top or 
in side walls near the top, and shall have 
a total area of not less than 1,3 sq. cm. 
(0.2 sq. in.) nor more than 12.9 sq* cm. 
(2.0sq. in.). 

■ The oven shall be : : provided : with a 
perforated metal circular shelf approxi- 
mately 24.77 .cm. (9.75 in.) in diameter; 
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A recommended form of aluminum shelf 
is shown in Fig. 1. This shelf shall be 
placed -in: the center of the oven with 
respect to all dimensions of the interior 
of the oven, shall be suspended by a 
vertical shaft and provided with mechan- 
ical means for rotating it at the rate of 
S'todTpin. 

(6) A.S.T.M. Loss 

on Heat Thermometer graduated in 
Centigrade degrees, having a range of 
155 to 170 C., and conforming to the 
requirements for thermometer 13C ~ 39 
as prescribed in the Standard Specifica- 


Preparation of Sample 

3. (a) The sample as received shall 
be thoroughly , stirred and agitated, 
warming, if necessary, to insure a com- 
plete mixture before the portion for 
analysis is removed. ' 

(b) The material under examination 
shall first he tested for water and; if 
water is found to be present, it shall be 
removed by suitable methods of dehy- 
dration before the material is subjected 
to the loss on heating test; or another 
sample shall be obtained which is free 
from water. 





tions for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E 1).® 

{c) Container , — The container in 
which the sample is to be tested shall be 
of metal or glass, cylindrical in shape, 
and shall have a flat bottom. Its inside 
dimensions shall be substantially as fol- 
lows: diameter, 55 mm. (2.17 in.), depth, 
35 mm. (1.38 in.). 

Note.— C ontainers known in the drug trade 
as seamless “ointment boxes* ** may be obtained 
in dimensions conforming to the above require- 
ments. 


* Appears in this publication, see Contents in Numeric 

Sequence of A.S.T.M. Designations at front of book. 


Procedure 

4. {a) A 50.0 db 0.5 g. sample of the 
water-free material to be tested shall be 
placed in a tared container conform- 
ing to the requirements of Section 2 {c) 
and weighed to the nearest 0.01 g. If 
the material has been heated to facilitate 
transfer, the sample shall be cooled to 
room temperature before making this 
initial weighing. The oven shall be 
brought to a temperature of 163 G. 
(325 F.), and the container with the 
weighed sample: placed on and mear 
the circumference of the circular shelf, 
in one of the recesses if the rec- 
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ommended shelf is used. The o%’'en 
shall then be closed ■ and the^ shelf ro- 
tated during the entire test at a rate of 
5 to 6 rpm. The temperature shall be 
maintamed at 163 dr 1 C. (325 dr: 1.8 F.) 
for 5 hr, after the sample has been intro- 
duced and the^ oven has again reached 
that temperature. The 5-hr. . period 
shall start when the temperature reaches 
162 C., and in no case shall the total 
time that a sample is in the oven be 
more than 5 hr. and 15 min. At the 
conclusion of the heating period the 
sample shall be removed from the oven, 
cooled to room temperature, weighed to 
the nearest 0.01 g., and the loss due to 
heating calculated. 

(d) Temperatures shall be determined 
by means of the specified thermometer, 
which shall be supported from the shaft 
of the circular shelf in a vertical posi- 
tion approximately 1,9 cm. (0.75 in.) in- 
side the periphery of the shelf, and with 
the bottom of the thermometer bulb 0.25 
in. above the shelf. 

Note 1. — If additional periods of heating 
are desired it is recommended that they be 
made in successive increments of 5 hr. each. 

Note 2. — When it is required that the pene- 
tration or other characteristics of the sample 
after heating be determined, the residue should 
be melted in the container at the lowest possible 
temperature and thoroughly mixed by stirring, 
taking care to avoid incorporating air bubbles 
in the material. For the penetration test, the 
well-mixed residue shall be brought to standard 
temperature and tested as prescribed in the 
Standard Method of Test for Penetration of 
Bituminous Materials (A.S.T.M. Designation: 


D 5) of . the American Society for Testing Ma- 
terials. ® For other tests, the well-mixed residue 
should be tested .according to. standard condi- 
tions as required by the test, procedure involved. 

Precautions 

5. Under ordinary circumstances ■ a 
number of samples having about the 
same degree of volatility may be tested 
at the same time. Samples varying 
greatly in volatility should be tested 
separately. Wfien extreme accuracy is 
required not more than one material 
should be tested at one time and dupli- 
cate samples of it should be placed simul- 
taneously in the oven. Such duplicates 
shall check within the limits of accuracy 
given in Section 6. Results obtained 
on samples showing evidences of foaming 
during the test shall be rejected. 

Reproducibility of Results 

6. Up to 5 per cent loss in weight the 
results obtained may be considered as 
correct within 0.5. Above S per cent 
loss in weight the numerical limit of 
error increases 0.01 for every 0.5 per 
cent increase in loss by volatilization as 
follows: 


Volatilisation 

Numerical 

True Volatilization 

Loss, per cent Correction 

Loss, 

per 

cent 

5.0.... 

...±0.50 

4.50 

to 

5.50 

5.5. . . 

...±0.51 

4.99 

to 

6.01 

6.0... 

,...±0.52 

5.48 

to 

6.52 

10.0... 

....±0.60 

9,40 

to 

10.60 

15.0... 

. . . . ±0 . 70 

14.30 

to 

15.70 

25.0... 

....±0.90 

24.10 

to 

25.90 

40.0... 

. * . . ± 1 . 20 

38.80 

to 

4!. 20 
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Tentative Method of Test for 
SULFONATION INDEX OF ROAD TARS^ 



A.S.T.M. Designation : D 872 - 46 T 

Issued, 1946. ^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method covers the test for de- 
termination of the sulfonatioii index of 
road tars. The method is intended for 
use in determining the sulfonation index 
of the total distillate to 300 C. (572 
F.), or of the fraction of the distillate 
from 300 to 355 C. (572 to 671 F.), ob- 
tained by distillation of the road tar in 
accordance with the Standard Method 
of Test for Distillation of Tar Products 
Suitable for Road Treatment (A.S.T.M. 
Designation: D 20).^ 

Sulfonation Index 

2. Sulfonation index of road tar is the 
number of milliliters of unsulfonated 
residue per 100 g. of tar when deter- 
mined in accordance with this method. 

Apparatus 

3. The apparatus shall consist of the 
following: 

(dt) Test Bottles , — The test bottles 


1 Under the standardization procedure of the Society 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-4 on Road and Paving Materials, 

2 Accepted by the Society at annual meeting, June, 
1946. 


shall be made of good quality glass and 
shall be 6~in., 18-g., either 8 or 10 per 
cent, Babcock milk test bottles. The 
capacity to the base of the neck shall be 
45 to 50 ml. The graduated portion of 
the bottle shall contain 1.60 ± 0.025 

ml. for the 8 per cent test bottle and 
2.00 dz 0.025 ml. for the 10 per cent 
test bottle (at a temperature of 25 C. 
(77 F.)). The 8 per cent test bottle 
shall be graduated in eight major divi- 
sions with each major division further 
divided into ten subdivisions, and the 10 
per cent test bottle shall be graduated 
in ten major divisions with each major 
division further divided into five or ten 
subdivisions. Each line for the major 
divisions shall extend at least three 
fourths of the way around the neck and 
be numbered from the bottom 1, 2, etc. 
Within the range from 0 to 8 for the 8 
per cent test bottle and 0 to 10 for the 
10 per cent test bottle, the maximum 
error in volume shall not be greater than 
0.025 ml. The graduation marks shall 
be clear and fine, not more than 0.3 

mm. in width. The body of the bottles 
shall have a ground area of at least 2 
sq. cm. for numbering. 


* Appears m this publication, see Contents m Numeric 
Sequence of A.S.T.M. Designations at front of book. 


1460 



Test eor Suetonation Index oe Road Tars (D 872 46 T) 1461 


(b) Water Baths, — ^Two water baths, 
as follows: 

(1) A water; bath maintained at 
25 rh 0.3 C. (77 dz 0.5 F.) and of such 
depth that, when a test bottle is 
immersed, the upper level of its 
contents is below the surface of the 
water., 

(2) A water bath maintained at 98 
to 100 C. (208 to 212 F.) and of suffi- 
cient depth to permit complete im- 
mersion of the body of the test bottle. 

(c) Burette, — ^A 50-ml. burette, gradu- 
ated in O.l-ml. divisions. 

(d) Centrifuge,— A centrifuge capable 
of whirling two or more test bottles 
filled with acid at a speed of 1000 rpm. 
The centrifuge shall be of good design 
and rugged construction, so that it may 
be operated without danger. 

Reagents 

4. (a) Sulfuric acid (37 N), — Prepare 
37 N H2SO4 by blending reagent-grade 
fuming and concentrated sulfuric acids 
to 98.61 zfc 0.2 per cent H2SO4, as deter- 
mined by titration. 

(&) Sulfuric Acid (sp, gr, 1.84). 

Procedure 

5. (a) Weigh 5 ± 0.1 g. of the distil- 
late or fraction of distillate (Section 1), 
into the test bottle. If the distillate 
contains solid matter, warm the distillate 
in a hot water bath, while stirring until 
the solid matter has melted before taking 
the sample for testing, 

(5) Slowly add 10 ml. of 37 N H2SO4 
to the test bottle from the burette in 
such a way as to wash down any distillate 
remaining in the neck of the bottle. 
Shake the test bottle for 2 min. Do not 
allow the temperature of this acid-distil- 
late mixture to approach 100 C. (212 F.), 
as indicated by the bottle becoming too 
warm to touch, or by the contents foam- 
ing excessively; cool the test bottle in 
ice water if necessary. If the distillate 


contains solid 'matter that ' does not 
readily disperse in the acid, warm the 
acid - distillate mixture in the hot water 
bath to liquefy the solid matter. 

■ (c) Add 10 ml. more of 37' ^ H2SO4 
as described in Paragraph (5), and shake 
the bottle vigorously for 30 sec. Then 
place the test bottle in the water bath 
maintained at 98 to 100 C, (208 to 
212 F.). 

(d) After the test bottle has been in 
the bath for 10 min. remove it, shake 
vigorously for 30 sec., and replace imme- 
diately in the water bath maintained 
at 98 to 100 C. (208 to 212 F.). If the 
acid - distillate mixture boils over at this 
stage, discard it and repeat the test. 

(e) Repeat the procedure described 
in Paragraph (d) for a total of six 10- 
min. immersions and shaldngs. After 
the last shaking, allow the bottle to cool 
approximately to room temperature. 

if) Add sufficient H2SO4 (sp. gr. 
1.84) to the contents of the test bottle 
to raise the liquid level in the neck to 
near the top of the graduations. Place 
the test bottle and its contents in the 
centrifuge and whirl at a speed of ap- 
proximately 1000 rpm. for 5 min. 
Remove the bottle from the centrifuge 
and place in the water bath at 25 C. 
(77 F.) so that the contents of the bottle 
are immersed below the surface of the 
water. After 10 min. remove the test 
bottle from the bath and read the volume 
of the oil to within one tenth of a major 
division. Repeat the centrifuging until 
the volume of oil is constant. 

(g) Generally, the unsuifonated resi- 
due is a clear transparent oil. Occa- 
sionally some white or even dark-colored 
solids may be present. In case solid 
materials appear that cannot be melted 
in the water bath without causing over- 
flow of the bottle, make a new test. 
Follow the same procedure as described 
in Paragraphs (a) to (/), except that 
upon removing the bottle from the hot- 
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water bath, after the six immersions and 
shakings (Paragraph (^)), fill it imme- 
diately with H2SO4 (sp. gr. 1.84) to a 
point below the top of the graduations 
to allow room for expansion. Whirl the 
bottle in the centrifuge for 3 min. and 
again heat for 5 min. in the water bath 
maintained at 98 to 100 C. (208 to 212 
F.). Repeat this cycle until the volume 
of the oil is constant. Make the final 
reading of the volume while the test 
bottle is immersed in the hot-water 
bath at 98 to 100 C. (208 to 212 F.). 
Any material that is solid at this tem- 
perature (resins) shall not be included 
as unsulfonated residue. 

Qi) After a constant oil volume has 
been obtained by centrifuging, note the 
difference in the readings of the upper 
and lower meniscuses of the separated 
oil. Multiply by 0.2 to obtain the 
number of milliliters of unsulfonated 
residue in the sample. 

Precautions 

6. {a) It is extremely important that 
all glassware used in this test shall have 
been thoroughly cleaned and dried 
before use. 

{h) The required amount of vigorous 
shaking is very important, and in no 
case shall the designated number of 
shakings or the time of shaking be de- 
creased below the limits set. It is also 
important that the shaking shall be such 
that the distillate will be completely 
dispersed through the acid at the con- 
clusion of each shaking period. If excess 


foaming results from the shaking after 
any heating interval, the bottle shall be 
cooled for 15 or 20 sec. in a cold-water 
bath, after which the shaking can usually 
be continued without foaming of the 
contents. 

(c) The rate of whirling may be de- 
creased to avoid breakage of the test 
bottles. In all cases, however, the 
centrifuging shall be continued until a 
constant reading of the volume of un- 
sulfonated residue is obtained. 

(d) If a separate layer of unsulfonated 
residue cannot be readily observed 
because of its being dark colored or be- 
cause of the presence of solids, a few 
drops of a solution of NaOH (100 g. 
per 1.) shall be added, by means of a 
pipette, to the bottle. Any portion 
soluble in this reagent shall not be 
included as unsulfonated residue. 

Calculation and Report 

7. (a) Calculate the sulfonation index 
as follows: 

AB 

Sulfonation index = 

where: 

A — milliliters of unsulfonated residue 
in the sample (Section 5 (/z)), 
B — percentage, by weight, of distillate 
in the tar, and 

C = weight in grams of the sample of 
distillate. 

ih) Report the sulfonation index to 
the nearest 0.1. 



Tentative Method of Test for 
SPECIFIC GRAVITY OF SOILS‘ 



A.S.T.M. Designation: D 854 “45 T 
Issued, 1945.^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
determining the specific gravity of soils 
by means of a pycnometer. 

Definition 

2. Specific Gravity. ^—Specific gravity 
is the ratio of the weight in air of a given 
volume of a material at a stated tem- 
perature to the weight in air of an equal 
volume of distilled water at a stated 
temperature. 

Apparatus 

3. The apparatus shall consist of the 
following: 

(a) Pycnometer.— Eithex a volumetric 
flask having a capacity of at least 100 ml. 
or a stoppered bottle having a capacity 
of 50 ml. (Note). The stopper of the 
bottle shall be of the same material as 
the bottle, capable of being easily in- 

I Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-18 on Soils for Engineering Purposes. 

2 Accepted by Committee E-10 on Standards, June 
27, 1945. 

* This definition conforms to the Standard Definitions 
of Terms Relating to Specific Gravity (A.S.T.M. Designa- 
tion: E 12), see p. 1259. 


serted to a fixed depth in the neck of the 
bottle, and shall have a small hole 
through its center to permit the emission 
of air and surplus water. 

Note. — T he use of either the volumetric 
flask or the stoppered bottle is a matter of indi- 
vidual preference, but in general, the flask should 
be used when a larger sample than can be used in 
the stoppered bottle is needed due to maximum 
grain size of the sample. 

(b) Balance . — Either a balance sensi- 
tive to 0.01 g. for use with the volumetric 
flask, or a balance sensitive to 0.001 g. 
for use with the stoppered bottle. 

Calibration of Pycnometer 

4. (a) The pycnometer shall be 
cleaned, dried, weighed, and the weight 
recorded. The pycnometer shall be 
filled with distilled water essentially at 
room temperature. The weight of the 
pycnometer and water, Wai shall be 
determined and recorded. A thermom- 
eter shall be inserted in the water and its 
temperature Ti determined to the nearest 
whole degree. 

(6) From the weight IFa determined 
at the observed temperature Ti a table 
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of values of weights Wa shall be prepared 
for a series of temperatures that are 
likely to prevail when weights Wi are 
detfermined later (Note). These values 
oi Wa shah, be calculated as follows: 

% density of water at Tx 
Wa (at Tx) =■ 

density of water at 

X{WaUTi)-^Wf)-hWf 

where: 

Wa = weight of pycnometer and water, 
in grams, 

Wf = weight of pycnometer, in grams, 
Ti = observed temperature of water, in 
degrees Centigrade, and 
Tx = any other desired temperature, in 
degrees Centigrade. 

Note. — TMs method provides a procedure 
that is most convenient for laboratories making 
many determinations with the same pycnometer. 
It is equally applicable to a single determination. 
Bringing the pycnometer and contents to some 
designated temperature when weights Wa and 
Wb are taken, requires considerable time. It is 
much more convenient to prepare a table of 
weights Wa for various temperatures likely to 
prevail when weights Wt are taken. It is im- 
portant that weights Wa and Wb be based on 
water at the same temperature. Values for the 
relative density of water at temperatures from 
18 to 30 C. are given in Table I. 

■ Sample . 

5. (a) The soil to be used in the spe- 
cific gravity test may contain its natural 
moisture or be oven-dried. The weight 
of the test sample on an oven-dry basis 
shall be at least 25 g. when the volumet- 
ric flask is to be used, and at least 10 g. 
when the stoppered bottle is to be used, 
(b) Samples Containing Natural Mois- 
ture . — ^When the sample contains its 
natural moisture, the weight of the soil, 
Wo, on an oven-dry basis shall be deter- 
mined at the eiid^of the test by evaporat- 
ing the water in an oven maintained at 
110 C. (Note). Samples of clay soils 
containing their natural moisture con- 
tent shah be dispersed in distilled water 
before placing in the flask, using the dis- 


persing equipment specified in the^ Stand- 
ard Method of Mechanical Analysis of 
Soils (A.S.T.M. Designation: D 422).^ 

{c) Oven-Dried Samples.— When an 
oven-dried sample is to be used, the sam- 
ple shall be dried for at least 12 hr,, or to 
constant weight, in an oven maintained 
at 110 C. (Note), cooled in a desiccator, 
and weighed upon removal from the 
desiccator. The sample shall then be 
soaked in distilled water for at least 
12 hr. 

(d) When any portion of the original 
sample of soil is eliminated in the prep- 
aration of the test sample, the portion on 
which the test has been made shall be 
reported. It is recommended, however, 
that particles too large to be included be 
pulverized, and that the pulverized ma- 
terial be included in the test sample in its 
proper amount as indicated by the 
mechanical analysis. 

Note. — Drying of certain soils at 110 C. 
may bring about loss of moisture of composition 
or hydration, and in such cases drying shall be 
done, if desired, in reduced air presssure and at 
a lower temperature. 

Procedure 

6. (a) The sample shall be placed in 
the pycnometer, care being taken not 
to lose any of the soil in case the weight 
of the sample has been determined. Dis- 
tilled water shall be added to fill the 
volumetric flask about three-fourths full 
or the stoppered bottle about half full. 

{b) Entrapped air shall be removed by 
either of the following methods: (1) by 
subjecting the contents to a partial 
vacuum (air pressure not exceeding 100 
mm. of mercury) or (2) by boiling gently 
for at least 10 min. while occasionally 
roiling the pycnometer to assist in the 
removal of the air. Subjection of the 
contents to reduced air pressure may be 
done either by connecting the pycnome- 
ter directly to an aspirator or vacuum 

^ Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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pump, or by use of a bell jar. Some soils 
boil violently when subjected to reduced 
air pressure. It will be necessary in 
those cases to reduce the air pressure at 
a slower rate or to use a larger flask. 
Samples that are heated shall be cooled 
to room temperature. 

(c) The pycnometer shall then be 
fi.lled with distilled water and the outside 
cleaned and dried with a clean, dry cloth. 
The weight of the pycnometer and con- 
tents, Wb, and the temperature in degrees 
Centigrade, T,,, of the contents shall be 
determined, as described m Section 4. 

Calculation and Report 

7. (a) The specific gravity of the soil, 
based on water at a temperature T^, shall 
be calculated as follows: 

Sp«ilic T./T. C. - 

where: 

W o = weight of sample of ovemdry soil, 
in grams, 

Wa = weight of pycnometer filled with 
water at temperature (Note), 
in grams, 

Wh = weight of pycnometer filled with 
water and soil at temperature r^, 
in grams, and 

Tx = temperature of the contents of the 
pycnometer when weight Wh was 
determined, in degrees Centigrade. 

Note. — T his value shall be taken from the 
table of values of PFa, prepared in accordance 
with Section 40), for the temperature prevail- 
ing when weight IfT was taken. 


. (5) Unless otherwise required, specific 
gravity values reported shall be based on 
water at 20 C. The value based on water 
at 20 C. shall be calculated from the value 
based on water at the observed temper- 
ature as follows: 

Specific gravity, ra;/20 C. = 

, if X specific gravity, Tx/r« C. 

where: 

K = a number found by dividing the rel- 
ative density of water at tempera- 
ture Tx by the relative density of 
water at 20 C. Values for a range 
of temperatures are given in Ta- 
ble L 


TABLE I.~RELATIVE DENSITY OF WATER 
AND CONVERSION FACTOR K FOR 
VARIOUS TEMPERATURES. 


Temperature, 
deg. Cent. 

Relative Density 
of Water 

Correction 
Factor K 

18 

0.9986244 

1.0004 

19 

0.9984347 

1.0002 

20 

0.9982343 

1.0000 * 

21 

0.9980233 

0.9998 

22 

0.9978019 

0.9996 

23 

0.9975702 

0.9993 

24.... 

0.9973286 

0.9991 

25... 

0.9970770 

0.9989 

26... 

0.9968156 

0.9986 

27 

0.9965451 

0.9983 

28 

0.9962652 

0.9980 

29.... 

0.9959761 

0.9977 

30 

0.9956780 

0.9974 


(c) When it is desired to report the 
specific gravity value based on water at 
4 C., such a specific gravity value may be 
calculated by multiplying the specific 
gravity value at temperature Txhj the 
relative density of water at tempera- 
ture Ta:. 
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A.S.T.M. Designation: D 698 - 42 T 
Issued, 1942.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
determining the relationship between 
the moisture content of soils and re- 
sulting densities (oven-dry weight per 
cubic foot) when the soil is compacted in 
the laboratory as specified herein. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Mold , — A cylindrical metal mold 
having a capacity of with an 

internal diameter of 4.0 in. and a height 
of approximately 4.6 in., which has a 
detachable collar assembly approxi- 
mately 2| in. in height, to permit pre- 
paring compacted specimens of soil- 
water mixtures 4.0 in. in diameter and 
approximately 4.6 in. in height which 
have a volume of cu. ft. The mold 
and collar shall be fastened to a detach- 
able base. (See Fig. 1.) 

(&) -^A metaF rammer hav- 

ing a 2-in, diameter circular face and 

1 Under the standardization procedure of the Society, 
this method is under the joint jurisdiction of A.S.T.M, 
Committee D-18 on Soils for Engineering Purposes and 
Committee I)-4 on Road and Paving Materials. 

2 Accepted by Committee E-10 on Standards, Septem- 
ber 17, 1942. 


weighing 5.5 lb. The rammer shall be 
equipped with a suitable arrangement to 
control the specified drop. 

(c) Sleeve.— A closed cylindrical sleeve 
slightly less than 4.0 in. in diameter, or 
similar device, for removing compacted 
specimens from the mold. 

{d) Balances . — A balance or scale of 
25-lb. capacity sensitive to 0,01 lb., and 
a 100-g. capacity balance sensitive to 
0.1 g. 

{e) Drying Oven . — A thermostatically 
controlled drying oven capable of main- 
taining temperatures of about 110 C. 
(230 F.) for drying moisture samples. 

(/) Siraightedge.—A steel straightedge 
12 in. in length. 

Sample 

3. A 6-lb. sample of soil taken from a 
portion of the material passing the No. 
4 (4760-micron) sieve shall be air-dried 
to a slightly damp condition. 

Procedure 

4. (a) The 6-lb. sample shall be thor- 
oughly mixed, then compacted in the 
cylinder (with the extension attached) 
in three equal layers, each layer receiv- 
ing 25 blows from the rammer dropping 
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free from a ■ height of 12 in. above the 
elevation of each finally conapacted layer. 
During compaction, the mold shall rest 
on a uniform, rigid foundation weighing 
200 lb. or of equivalent rigidity. The 
blows shall be uniformly distributed over 
the surface of the layer being compacted. 
The extension shall then be removed and 
the compacted soil carefully trimmed 
even with the top of the cylinder by 
means of the straightedge, and w^eighed. 

(6) The weight of the compacted 
sample and cylinder, minus the weight of 
the cylinder, shall then be multiplied by 
30 and the result recorded as the wet 
weight per cubic foot of the compacted 
soil. 



(c) ’The material shall be removed 
from the cylinder and sliced vertically 
through the center. At least a 100-g. 
sample shall be taken from the center, 
weighed immediately, and dried in an 
oven at 110 C. (230 F.) for at least 12 
hr. or to constant weight to determine 
the moisture content. 

(d) The remainder of the material 
shall be broken up until it will pass a 
No. 4 (4760-micron) sieve. Water in 
sufficient amounts to increase the mois- 


ture content of . the soil sample ' by ;ap- 
■proximately 1 per’ cent shall be added 
and the above procedure repeated for 
each increment of water added. This 
series of determinations shall be con- 
tinued until the soil becomes very wet 
or there is a substantial decrease in the 
wet weight of the compacted soil. 

Calculations 

5. The moisture content and the dry 
weight of the soil as compacted shall be 
calculated as follows: 


M = — ^ X 100 


w = 


Wi 

M + 100 


X 100 


where: 

M = percentage of moisture in the 
specimen, 

A = weight of dish and wet soil, 

B = weight of dish and dried soil, 

C = weight of dish, 

W = dry weight per cubic foot of 
compacted soil, and 
Wi = wet weight in pounds per cubic 
foot. 


Moisture-Density Relationship 


6, (a) The calculations in Section 5 
shall be made to determine the moisture 
content and corresponding compacted 
oven-dry weight (density) of the com- 
pacted soil for each test made. The 
oven-dry weight per cubic foot (density) 
of the soil shall be plotted as ordinates 
and corresponding moisture contents 
as abscissas. 

(b) Optimum Moisture Content,— 
When the moisture-density relations 
have been determined for a soil and the 
results plotted as indicated in Paragraph 
(a), it will be found that by connecting 
the plotted points with a smooth line, a 
curve is produced which is, generally, 
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.parabolic in form. The moisture con- 
tent producing the peak' of the ’ curve 
shall be termed the ‘“'op timum moisture 
content’^ of the soil under the above 
compaction,. ' 


(c) Maximum Density —Tllie oven- 
'dry weight per cubic foot of the soil at 
“optimum moisture content’’ shall be 
termed “maximum density” under the 
above compaction. 


Tentative Method of Test for 

CEMENT CONTENT OF SOIL-CEMENT MIXTURES' 


A.S.T.M. Designation: D 806 - 44 T 
Issued, 1944.^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 



Scope 

L This method covers a procedure 
for determining by chemical analysis the 
cement content of soil-cement mixtures, 
sampled from a project under construc- 
tion or after completion. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(a) Analytical Balance. — An analyti- 
cal balance with class S weights. 

(&) Filter Paper, — Filter paper in- 
cluding Whatman No. 1, 11 and 15 cm. 
in diameter; Whatman No. 41, 15 cm. 
in diameter; and Whatman No. 2, 11 or 
15 cm. in diameter. 

{c) Miscellaneous Apparatus. — Sup- 
plementary equipment, such as electric 
ovens, hot plates, a small riffle, a No. 40 
(840-micron) sieve with bottom pan and 
cover, a cast iron mortar and pestle, 
and a ball mill if possible. 

Reagent 

3. Standard Potassium Permangan- 

1 Under the standardization procedure of the Society, 
this method is under the joint jurisdiction of A.S.T.M. 
Committee I)-*4 on Read and Paving Materials and Com- 
mittee D-18 on Soils for Engineering Purposes. 

8 Accepted by Committee E40on Standards, August, 
28, 1944. 


ate Solution (0.1 iV). —Prepare and 
standardize a 0.1 N KMn 04 solution. 

Note. — The use of a standard O.l N KM11O4 
solution is not necessary when the samples are 
titrated in accordance with Section 5 ( j) and 
the results are calculated in accordance with 
Section 6 (h). 

Samples 

4. (a) Samples of the following shall 
be selected for the test: 

(1) Raw Soil, representative of the 
soil phase of the soil-cement mixture, 

(2) Cement, representative of the ce- 
ment phase of the soil-cement mixture, 
and 

(J) Soil- Cement Mixture to be ana- 
lyzed. 

(h) The gross laboratory sample of 
each component shall be approximately 
200 g. This may be obtained by reduc- 
ing the field sample in bulk and, if 
necessary, in particle size through the 
use of drying, riffling, and grinding 
processes. 

Procedure 

5. (a) Dry 25 g. of each of the sam- 
j 3 les in an oven to constant weight at 
110 C. (230 F.) to remove free moisture. 
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Reduce the samples to pass a No. 40 

(840-microii) sieve. , 

(6) Weigh out, on the analytical bal- 
ance, the following amounts of the 
samples: raw soil, 5 g,; soil-cement mix- 
ture, 5 g.; cement, 1 g. Place each of 
the weighed samples in a 250'ml beaker. 
Add SO ml. of HCl (1:1) (Note 1) to 
each sample, cover, and boil gently for 
5 min. on the hot plate. 

Note 1. — In the case of the cement sample, 
it is usually preferable first to add 40 ml. of 
water and then stir to obtain a thorough mix- 
ture. Then add 10 ml. of HCl (sp. gr. 1.18) 
and boil ge^itly just long enough to obtain de- 
composition of the cement. Vigorous or ex- 
tended boiling of soil or cement samples is sel- 
dom necessary, and often results in much slower 
filtration. 

(c) Add 25 ml. of hot water to the 
beakers, stir, allow to settle momentarily, 
and then decant the contents through a 
Whatman No. 1 filter paper (Note 2), 
preferably 15 cm. in diameter. The 
filtrate should be received in a 250-mL 
volumetric flask. When the liquid has 
passed through the filter paper, wash the 
residue once by decantation, using hot 
water; then transfer it to the filter, using 
a stream of hot water. The beaker 
should be rapidly policed, the loosened 
material being transferred to the filter 
paper. The material on the filter should 
then be washed an additional four times, 
each washing consisting of 10 to 15 ml. 
of hot water directed in a stream from 
the wash bottle. Very small amounts 
of residue will occasionally pass through 
the filter. These ordinarily may be 
disregarded. 

Note 2.— In the case of the soil and soil- 
cement samples, the bulk of the residue some- 
times slows filtration appreciably. No difficulty 
is usually encountered from cement samples, 
and, as a rule, soil samples may be filtered and 
washed in less than 30 min. Some soil-cement 
mixtures require more time, but, if this period 
exceeds 1 hr., subsequent filtration in similar 
cases may be more rapid if a No. 41 paper is 


substituted for the No. 1 paper. Slow filtra- 
tion in such cases is generaliy caused by excessive 
boiling, resulting in gelation of the silica, which 
materially retards filtration. 

(d) When washing has been com- 
pleted, discard the filter, and dilute the 
filtrate in the volumetric flask to 250 ml 
with cold water. The temperature of 
the solution should be near the calibra- 
tion point of the flask. Agitate the flask 
to mix the contents thoroughly, then 
remove a 50-ml. aliquot and transfer to 
the original 250-ml. beaker (Paragraph 
(^)), using a 50-mL pipette. Dilute to 
100 ml. Make the solution slightly 
ammoniacal (Note 3), boil 1 to 2 min., 
and allow the hydroxides to settle. 

Note 3. — If the samples contain ferrous iron 
it is desirable to add a few drops of HNOg 
before precipitation of the hydroxides. 

{e) Filter the hydroxides through an 
11-cm. Whatman No. 1 (or No. 41) 
filter paper, receiving the filtrate in the 
600-mL beaker. Wash the original 250- 
ml. beaker into the filter once with a 
stream of hot NH4NO3 (20 g. per L), 
and follow by washing the hydroxide 
precipitate once or twice with hot 
NH4NO3 (20 g. per 1), Set the filtrate 
aside, and place the original beaker 
under the funnel. Perforate the paper 
with a rod (Note 4), and wash the 
hydroxides down into the original beaker, 
using a stream of hot NH4NO3 (20 g. 
per 1.) to remove most of the precipitate 
from the filter paper. Treat the paper 
with 20 ml. of hot HCl (1:3), directing 
the acid over the paper with a glass rod. 
Wash the paper several times with hot 
water, and then discard the paper. 
Dilute the solution to 75 mi. 

Note 4. — Instead of perforating the filter 
paper, the paper and precipitate may be trans- 
ferred to the original beaker, the hydroxides 
dissolved with 20 ml. of hot HCl (1:3) and di- 
luted to 75 ml. with water, and the procedure 
continued as described in Paragraph (/). In 
this case, the reprecipitated hydroxides and 
pulp are subsequently removed simultaneously. 
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(/) Make the solution slightly am- 
moniacal and boil 1 to 2 min. Allow the 
precipitate to settle, then decant through 
a Whatman No. 1 paper as before, re- 
ceiving the filtrate in the 600-ml. beaker 
previously set aside (Paragraph (e)). 
Wash and police the beaker in which 
precipitation took place, finally washing 
the precipitate on the filter three or four 
times with NH4NO3 (20 g. per L). 
Discard the hydroxide precipitate. Add 
2 ml. of NH4OH (sp. gr, 0.90) to the 
filtrate, which will now have a volume of 
250 to 350 ml. Heat the solution to 
boiling and add 10 ml. of hot saturated 
ammonium oxalate solution. Keep the 
mixture near boiling until the precipitate 
becomes granular, then set aside on a 
warm hot plate for 30 min. or more. 
Before filtering off the calcium oxalate, 
verify completeness of precipitation, and 
make sure that a slight excess of NH4OH 
is present. Filter the mixture through 
an 11-cm. or 15-cm. Whatman No. 2 
filter paper, or if preferred a Whatman 
No. 42 paper, making sure that all the 
precipitate is being retained. Thor- 
oughly clean with a rubber policeman 
the beaker in which precipitation took 
place, and transfer the contents to the 
filter with a stream of hot water. Wash 
the filter eight to ten times with hot 
water (not over 75 ml.) (Note 5) using 
a stream from the wash bottle. 

Note 5 . — ^Tlie filter may be washed four times 
each with NH4OH (2:98) and hot water, in the 
order stated, 

(g) Transfer the filter paper and 
contents to a 400-ml. beaker containing 
125 ml. of water and 6 ml. of H2SO4 
(sp. gr. 1.84). If preferred, the preci- 
pitate may be removed from the paper 
by suitable means. Complete the de- 
termination in accordance with Para- 
graphs (A) and (i) or Paragraph (j), 

(A) Pleat the solution to 85 C. and 
titrate with standard 0.1 A KMn 04 . 


(i) Blank —Moke a blank determina- 
tion, following the same procedure and 
using the same amounts of all reagents. 

(j) Alternative Titraiion Procedtm — 
Heat the solution to 85 C. and titrate 
as described in Paragraph (/?), except 
that the KMn04 solution need not be 
a standard 0.1 N solution but the same 
solution shall be used in titrating all the 
components. Omit the blank determin- 
ation described in Paragraph (i). 

Calculations 

6. Calculate the cement content of 
the soil-cement mixture as follows: 

{a) When the determination has been 
completed in accordance with Section 5 
{h) and {i)i 

(i) Calculate the percentages of CaO 
in the soil, the cement, and the soil- 
cement mixture as follows: 


CaO, per cent = 


U-WX0.0028 ^ 


where: 

A = milliliters of KMn04 solution re- 
quired for titration of the sam- 
ple, 

B == milliliters of KMn04 solution re- 
quired for titration of the blank, 
C = normality of the KMn04 solution, 
D == grams of sample represented by the 
aliquot titrated (Note 1), and 
0.0028 = CaO equivalent of 1 ml. of 0.1 
AKMn04. 

{2) Calculate the percentage by 
weight of cement in the soil-cement 
mixture as follows (Note 2): 

G-F 

Cement, per cent = X 100 

E — jp 


where: 

E = percentage of CaO in cement, 

F = percentage of CaO in raw soil, and 
G = percentage of CaO in soil-cement 
mixture. 
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Note l.—Tlie aHqiiots titrated are equiva- 
lent to 1 g. of soil or soil-cement and 0.2 g. of 
cement. 

Note 2,—Wiieii hydrated soil-cement mix- 
tures are being analysed, the value for percentage 
by weight of cement obtained in accordance 
with Section 6 (a) or (fi) is in terms of hydrated 
cement. Such values may be converted to an 
approximate equivalent of dry cement by multi- 
plying them by the factor 1,04. 

(5) When the determination has been 
completed in accordance with Section 5 
(j), calculate the percentage by weight 
of cement in the soihcement mixture as 
follows (Note 2): 


/ - / ' . 

Cement, per cent , = — — — ^ X 100 . 

where: 

H == milliliters of KMn 04 solution re- 
quired for titration of the sample 
of cement, 

I = milliliters of KMn 04 solution re- 
quired for titration of the sample 
of raw soil, and 

J = milliliters of KMn 04 solution re- 
quired for titration of the sample 
of soil-cement mixture. 



Tentative Definitions ofi 

TERMS AND SYMBOLS RELATING TO SOIL MEGHANIGS^ 



A.S.T.M, Designation: D 653 -42 T 
IssoED, 1942,2 

These Tentative Definitions have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 

Part I. — Symbols and Terms Relating to Soil Mechanics. 


Symbol Term 

A Area (11) ^ 

av Compressibility, coefficient of (V) 

b Breadth, or width (II) 

C Cohesion, resultant or total (IV, E) 

Co Compression index (V) 

Cs Swelling index (V) 

Cu Uniformity coefficient (Hazen) (III) 

c Cohesion per unit area (IV, E) 

Cv Consolidation, coefficient of (V) 

D Diameter, or grain diameter, (II, III) 

Djo Effective size (liazen) (III) 

Dd Density, degree of, or compaction, 

degree of (III) 

E Modulus of elasticity (IV, B) 

e Base of natural logarithms, or void 

ratio (11, III) 

ec Void ratio, critical (III) 

Co Void ratio at pressure po on the 

compression curve (V) 
e/ Flocculation ratio (III) 

Bs Void ratio at pressure po on the 

swelling curve (V) 

F Force, total internal (TV, A) 

Fn Normal component of F (IV, A) 

1 Under the Standardissation i)rocedure of the Society, 
these definitions are under the jurisdiction of the A.S.T.M, 
Committee D48 on Soils for Engineering Purposes, 

2 Accepted by Committee E-iO on Standards, May 20, 

1942 . ■ ■ : . , ' . 

3 The boldface roman numerals m parentheses mdicate 
that a further definition of the symbol and term appears 
in a later part, that is, in Parts II to V, which cover sep- 
arate classifications of the terms as to properties. 


Ft 


f 

fn 

ft 

P 

Pn 

Pt 

I 


fn 

ft 

G 

g 

H 

Hs 

I 

Ic 

If 

h 

fs, 

It 
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Tangential (shearing) component of 
^’(IV,A) 

Force per unit area, or stress per unit 
area, internal (IV, A) 

Normal component of / (IV, A) 
Tangential (shearing) component of 
/(IV, A) 

Effective force, total internal (IV, A) 
Normal component of W (IV, A) 
Tangential (shearing) component of 
F(IV,A) 

Effective force per unit area, or 
effective stress per unit area, 
internal (IV, A) ’ 

Normal component of f (IV, A) 
Tangential (shearing) component of 
/(IV, A) 

Specific gravity (III) 

Acceleration of gravity (II) 

Depth, height, thickness (11) 

Reduced height (II) 

Modulus of incompressibility (IV, B) 
Consistency index (III) 

Flow index (III) 

Plasticity index (III) 

Remolding index (III) 

Toughness index (III) 

Moisture index (III) 

Hydraulic gradient (II) 
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J Seepage forcCy resultant (II) 

j Seepage force per unit volume (II) 

K Hydrostatic pressure ratio (III) 

k Permeability, coefficient of (III) 

L Distance, or length (II) 

Le Lineal expansion (III) 

Lle Lineal expansion limit (III) 

Lj^s Lineal shrinkage limit (III) 

Ls Lineal shrinkage (III) 

m Perimeter shear (IV, E) 

n Porosity, or developed pressure (II; 

III; 'IV, E) 

F Force, total, or load, total (IV, B) 

'Fji Earth pressure, total active (IV, B) 
Fp Earth pressure, total passive (IV, B) 
p Force per unit area, or load per unit 
area (IV, B) 

Q Discharge, rate of, or resistance, 
total or resultant (II; IV, E) 
q Discharge, rate of per unit length or 
per unit area, or resistance per unit 
area or length (II ; IV, E) 
go Ultimate bearing capacity per unit 
area at ground surface (IV) 
gr Compressive strength per unit area 
(triaxial) (IV, E) 

gs Shear strength per unit area (IV, E) 
Qu Compressive strength per unit area 
(unconfined test )(IV, E) 

R Reading (II) 

Rs Shrinkage ratio (III) 

r Radius (II) 

S Plydraulic gradient; or saturation, 

degree of (III) 

s Shear strength per unit area (II; 

IV, E) 

T Temperature (II) 

Tv Time factor (V) 

f Time (II) 

U Neutral force (V) 

t/% Consolidation, percentage of (V) 

u Hydrostatic excess pressure (V) 

Neutral pressure per unit area (V) 

Uz Hydrostatic pressure (V) 

V Volume (II) 

Vs Volumetric shrinkage (III) 

VsL Volumetric shrinkage limit (II ) 

V Velocity (II) 

W Weight, or load, total (II; IV, B) 

W% Percentage finer matter in mechanical 
analysis plot (III) 


w . . Water content (moisture content) 
■ .(HI):, „ ■ 'v 

Wcme Centrifuge moisture equivalent (III) 
Wf Flocculation limit (III) 

w/me Field moisture equivalent (II ) 

wi Liquid limit (III) 

Wo Water content, optimum (III) 

Wp Plastic limit (III) 

W5 Shrinkage limit (III) 

a Angle (II) 

jS Angle (II) 

7 Unit weight (III) 

yto Unit weight of water, equal to 1 in the 

metric system 

a Displacement, or deformation, total 
(see also p) (IV, C) 

6.1 

6v^ Components of 5 (IV, C) 

e Base of natural logarithms, or de- 
formation per unit length, or strain 
(II;IV,C) 

^ Component of p in s direction (IV, C) 
7j Component of p in y direction (II; 
IV, C) 

e Angle (II) 

ju Coefficient of absolute viscosity 

y Coefficient of kinematic viscosity, or 

concentration factor (II; IV, A) 

I Component of p in .v direction (IV, C) 
p Displacement, or deformation, total 

(see also 5) (IV, C) 

p®] 

py> Components of p (IV, C) 

pj 

<T Normal component of internal force 

per unit area (normal component 
of stress) (IV, A) 

Normal component of effective in- 
ternal force per unit area (normal 
component of stress) (IV, A) 
r Tangential component of internal 

force per unit area (tangential com- 
ponent of stress) (IV, A) 

T Tangential component of effective 

internal force per unit area (tan- 
gential component of effective 
stress) (IV, A) 

<f> Angle of internal friction (III) 

p Angle (11) 
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Greek Alphabet 


A a 

alpha 

H 7} 

eta 

N V nu 

. T r , 

tau ' 


beta 


theta 

xi 

''Tv : 

upsilon 

Py 

gamma 

It 

iota 

0 0 omicron 


' phi 

AB 

delta 

Kk 

kappa 

Hx pi 

Xx 

chi'' 

Ee 

epsilon 

AX 

lambda 

P p rho 


psi ^ . 

zr 

zeta 

M fJL 

mu 

2 (Ts sigma 

fiw ■ 

omega 


Part II. — General Terms. 


Acceleration of Gravity, g. 

Angle, or, j0, 0, p . — Angles are generally best 
designated by Greek letters. These four 
letters have no specific application in this 
list, and are therefore convenient for 
designating angles. 

Area,' , A . 

Base of Natural Logarithms, e or e. — ^The 
symbol, e, is preferred, but where its use 
might cause confusion with its use 
designating void ratio the symbol, e, 
should be used. 

Breadth, h. 

Coefficient of Absolute Viscosity, /i. 

Coefficient of Dynamic Viscosity, v. — ^De- 

u 

fined by the equation ^ , where y/ ~ 

7 / 

the unit weight of the fluid in question. 

Depth, H. 

Diameter, D. 

Discharge, Rate of, Q . — In soil mechanics 
literature this usually refers to the rate at 
which water is discharged through a given 
area of soil. Dimensionally, Q = 
volume/time. In Darcy ^s familiar equa- 
tion for laminar flow Q — kSA. 

Discharge, Rate of per Unit Length or per 
Unit Area, q, — Dimensionally, q = 
volume/ (time X area), ox q - volume/ 
(time X length). In Darcy’s equation 
as used above q = kS. 

Distance, L, ■ 

Height, If. 

Hydraulic Gradient, S or i . — The symbol, 
5, is preferred because of its widespread 


use in literature on hydraulics. The 
symbol, i, is included because it has been 
almost exclusively used to designate 
hydraulic gradient in soil mechanics 
literature. 

Length, A. 

Radius, r. 

Reading, R.— -For example, reading of a 
deflection dial, hydrometer, and similar 
apparatus. 

Reduced Height, E &. — The volume of the 
solid particles in a given soil mass divided 
by the cross-sectional area of the mass. 
Usually applied to a soil stratum where it 
represents the thickness or height \vhich 
the stratum w^ould have if its void ratio 
were zero. Expressed by the equation 
E 

H« = : . Note that in consolidation 

(l+e) 

calculations the height and reduced height 
of a stratum draining at both faces are 
generally designated by 2E and 
respectively. 

Seepage Force, Resultant, /. 

Seepage Force per Unit Volume, y.— Note 
thaty “= iSy/, where y/is the unit weight 
of the fluid. 

Temperature, T. 

Thickness, 

Time, L 

Velocity, v. 

Volume, F. 

Weight, W, 

Width, 5. 


Part III— Terms Used in the Description of Soils and Their Properties. 

Angle of Internal Friction, <i>. be used. When, as rarely, a symbol is de- 

Centrifuge Moisture Equivalent, Wcme- — sired, Wcme should be used. The CME 
most uses the abbreviation CME may is the water content retained by a soil 
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which has been first saturated with water 
and then subjected to a force equal to one 
thousand times the force of gravity for 
one hour. 

Compaction, Degree of, Dd - — ^Aiso cahed 
degree of density. Defined by the 
eciuation: 

(¥oid ratio in loosest state) 

^ — (Void ratio of sample) 

(Void ratio in loosest state) 

— (Void ratio in densest state) 

Consistency Index, Ic . — The ratio of the 
difference between the liquid limit and the 
natural water content to the difference 
between the liquid limit and the plastic 
limit. Defined by the equation: 

■ ^ _ w 

;■ ic - - 

P 

Density^ Degree of . — ^See Compaction, De- 
gree of. 

Diameter, Grain, !)•— -Also called grain size, 
or particle size. The size of grain, usually 
in millimeters, as determined by sieve 
analysis or wet mechanical analysis; 
hence not a true grain size except for 
spherical grains. 

Effective Size (Hazen), Dio.—The grain 
size on a mechanical analysis curve corre- 
sponding to TT% = 10. 

Equivalent Volumetric Change .- — See Volu- 
metric Shrinkage Limit. 

Field Moisture Equivalent, — ^In most 

uses the abbreviation FME may be 
used. When, as rarely, a symbol is desired 
should be used. The jPilfE is the 
minimum water content at which a drop of 
water placed on a smoothed surface of a 
soil will not immediately be absorbed by 
the soil but will spread over the surface 
and give it a shiny appearance. 

Flocculation Limit, W/.—The water content 
of a soil when it is in the condition of a 
deflocculated sediment. 

Flocculation Ratio, The void ratio of 
a soil when it is in the condition of a 
deflocculated sediment. 

Flow Index, //. — ^The slope of the flow 
curve. The flow curve is the locus of 
points obtained from a standard liquid 
limit test and plotted on a graph repre- 


senting water content as ordinates on an 
arithmetic scale and number of blows as 
abscissas , on a logarithmic scale. Thus 
the flow index is numerically equal to the 
difference between the /water content at 
10 and 100 blows, or at 1 and at 10 blows. 

Hydrostatic Pressure Ratio, K . — A term 
used in earth pressure computations to 
represent the ratio between the normal 
component of pressure at a point on a 
given plane and the pressure which would 
exist at the same point in a liquid of the 
same unit weight. Thus: pn 

Lineal Expansion, L^.—The increase in one 
dimension, expressed as a percentage of 
that dimension at the shrinkage limit, of a 
soil mass w^hen the water content is in- 
creased from the shrinkage limit to any 
given water content. 

Lineal Expansion Limit, The increase 
in one dimension, expressed as a per- 
centage of that dimension at the shrinkage 
limit, of a soil mass when the water 
content is increased from the shrinkage 
limit to the field moisture equivalent. 

Lineal Shrinkage, Ls . — The decrease in one 
dimension, expressed as a percentage of 
that dimension originally, of a soil mass 
when the water content is reduced from 
the original percentage to the shrinkage 
limit. 

Lineal Shrinkage Limit, Lls - — The decrease 
in one dimension, expressed as a per- 
centage of that dimension at the field 
moisture equivalent, of a soil mass when 
the water content is reduced from the 
field moisture equivalent to the shrinkage 
limit. , 

Liquid Limit, most cases the ab- 

breviation LL may be used. When, as 
rarely, a symbol is desired', %vl should be 
used. The LL is the upper limit of the 
plastic state, expressed as the water 
content at which the flow" curve (see Flow 
Index) intersects the ‘‘25 blows” ordinate. 

Moisture Content . — See Water Content. 

Moisture Index, /».— The ratio of the plas- 
ticity index to the difference between the 
natural water content and the plastic 
limit expressed by the equation: 
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Percentage Finer, IF%,—Tlie ordinate of the 
mechanical analysis, curve, representing, 
for a given soil, the percentage of particles 
by weight having diameters smaller than 
the value of D corresponding to W%- 
Permeability, Coefficient of, -The dis- 
charge velocity of flow of a fluid through a 
porous mass under a unit hydraulic 
gradient. Thus in Darcy’s equation, 

V 

F = kSA^j: for laminar flow, k = — , 


where A is the gross area of the soil mass. 

Plasticity Index, Ip. — In most cases the 
abbreviation FI may be used. When, 
as rarely, a symbol is desired Ip should be 
used. The FI is the numerical differ- 
ence between the water content at the 
liquid limit and the water content at the 
plastic limit. Ip wi — Wp. 

Plastic Limit, Wp . — In most cases the ab- 
breviation FL may be used. When, as 
rarely, a symbol is desired, ivp should be 
used. The FL is the lower limit of the 
plastic state, expressed as the minimum 
water content at which a soil can be rolled 
into a thread i in. in diameter without 
crumbling. 

Porosity, n , — The ratio, expressed as a per- 
centage, of the intergranular space in a 
given soil mass to the total volume of the 
soil mass. Porosity must be clearly 
differentiated from void ratio, e. The 
relation between the two terms is ex- 

e 

pressed by the equation: n ~ ^ • 


Remolding Index, Ib.— T he ratio of the 
modulus of elasticity (or deformation) of 
a soil in the undisturbed state to the 
modulus of elasticity (or deformation) of 
the soil in the remolded state. 

Saturation, Degree of, 5.*— The ratio, ex- 
pressed as a percentage, of the volume of 
water in a given soil mass to the total 
volume of intergranular space (voids). 


Thus; 5 = p? X 100. 


Shrinkage Limit, w^.—In most cases the 
abbreviation may be used. When, 
as rarely, a symbol is desired, Wg should 
be used. The SL is the maximum water 
content at which a reduction in water 
content will not cause a decrease in 
volume of the soil mass. 


Shrinkage Ratio$ In most cases the 
abbreviation Si?, .may be used When, 
as rarely, a symbol is desired, Ms should 
be used.' The SR is the ratio between 
a given volume change, expressed as a 
percentage of the dry volume, and the 
corresponding change in water content 
above the shrinkage limit, expressed as 
a percentage of the weight of the oven- 
dried soil 

Specific Gravity, G . — The ratio of the weight 
in air of a given volume of a materia! at 
a stated temperature to the weight in air 
of an equal volume of distilled water at a 
stated temperature, usually 4 C, 

Toughness Index, Jr.— In most cases the 
abbreviation TI may be used. When, 
as rarely, a symbol is desired, It should 
be used. The TI is the ratio of the 
plasticity index to the flow index. Thus 



Uniformity Coefficient (Hazen), Ctt.-^The 
ratio of Deo to Ao as determined in a 
mechanical analysis. 

Unit Weight, 7 . — ’Weight per unit volume, as 
grams per cubic centimeters, pounds per 
cubic foot, etc. 

Void Ratio, e . — The ratio of the volume of 
intergranular space to the volume of 
solid particles in a given soil mass without 
regard to the proportions of liquid, air, 
or gas which may occupy the space. 

Void Ratio, Critical, Cc , — ^The void ratio of 
a cohesionless soil at which continuous 
shearing deformation can take place 
without change in void ratio. 

Volumetric Change , — See Volumetric 

Shrinkage. 

Volumetric Shrinkage, Fs.— Also called 
volumetric change. The decrease in 
volume, expressed as a percentage of the 
dry volume, of a soil mass when the 
water content is reduced from a given 
percentage to the shrinkage limit. 

Volumetric Shrinkage Limit, Fsi.— The 
decrease in volume, expressed as a per- 
centage of the dry volume, of a soil mssa 
when the water content is reduced from 
the field moisture equivalent to the 
shrinkage limit. 
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Water Contentj W.— The ratio, expressed as- , Water Content, Optimtim, Wo.—The water 
a percentage, of the weight of water in a content at which the maximum density 

given soil mass to the weight of solid is produced in a soil by a specific amount 

particles. of compaction. 

PapvT lY.— T eems Relating to Stress, Strain, and Displacement. 


Sedion 4: Internal Stresses and Forces 

Concentration Factor, , y. — Factor used in 
Frolich’s and Griffith’s theory of stress 
distribution, as in the equation: 



Force, Total Internal, F , — The total force 
acting on a given area within a body or* 
within a mass of earth. 

Force per Unit Area, or Stress per Unit 
Area, Internal, /.—The force per unit 
area or stress per unit area acting at a 
point or on a surface within a body or 
within a mass of earth. 

Elective Force, Total Internal, F. — The total 
force acting on the soil structure over a 
given area within a body or within a mass 
of earth, for example, F « F — Z7. 

Effective Force per Unit Area, or Effective 
Stress per Unit Area, Internal, The 
force per unit area or stress per unit area 
acting on the soil structure at a point or 
on a surface within a body or within a 
mass of earth, for example, J — f u. 
Normal Component of These Forces and 
Stresses, Fn, Fn,/n, or tr; or 
Tangential {or Shearing) Component of 
These Forces and Stresses, Ft, Ff, ft or 
t; ft or T. 

Section B: External Forces, Pressures, and 
Loads 

Earth Pressure, Total Active, Pa.— T he 
total force exerted by or through a mass 
of earth against a medium of lateral 
support or against a given area thereof. 

Earth Pressure, Total Passive, Pp. — The 
total externally applied lateral force 
"vhich a given mass of earth is capable of 
resisting over a given area. 

Force, Total, P . — Externally applied force. 

Force per Unit Area, Intensity of ex- 
ternally applied force. 

Load, Total, P or W . — Externally applied 
load. 

Load per Unit Area, p , — Intensity of ex- 
ternally applied load. 


Section C: Strains and Displacements 
Displacement, 5 or p. — Translation of a 
body or mass through space. 
Deformation, Total, 5 or p.— -Total deforma- 
tion of a body or mass within itself, 
usually caused by externally applied 
forces. 

Components of Displacement or Total 
Deformation. — The following are used to 
to identify components of displacement 
or total deformation: 

Components in the x-Direction, hx or p* or 
Components in the y-Direction, 8y or py 
or 7]. 

Co 7 nponents in the z-Dircction, 5g or pz or 
Deformation per Unit Length, €. 

Strain, e. 

Section D: Moduli 

Modulus of Elasticity, E , — The ratio of 
stress to strain for a given material under 
given load conditions. Subscripts may 
be used to differentiate moduli under 
different load conditions. 

Modulus of Incompressibility, /.—The ratio 
of the developed pressure to the volume 
change in a soil mass of unit volume. 

Section E.: Resistances and Strengths 
Cohesion per Unit Area, c . — The shearing 
strength per unit area under zero ex- 
ternally applied load, as used in Rankine’s 
equation: s = c p tan The value of 
c is not a constant for a given soil, but 
varies according to the test procedure. 
Cohesion, Resultant or Total, C.— The total 
cohesion on a given area, that is, C = cA. 
Developed Pressure, w.— The stress reaction 
of a soil mass acting as a pressure per unit 
area independent of the dimension of the 
loaded area, and consisting of pressure, 
components developed by the mass due 
to resistance to displacement. 

Perimeter Shear, The boundary stress 
reaction per unit length of perimeter 
developed by a loaded area, a measure of 
that proportion of the applied pressure 
which is carried by the body of soil as a 
function of the perimeter of the bearing 
area. 
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'Resistance, Total Resiiltant, (1.— A general 
symbol to be used with appropriate 
subscripts where necessary. 

Resistance per Unit Area or Length, q , — -A 
general symbol to be used with ap- 
propriate subscripts where necessary. 
Compressive Strength per Unit Area, — . 
Compressive strength as determined by 
an unconfined compression test. 
Compressive Strength per Unit Area, gr.— ■ 

Part V. — Terms Relating to 

Compressibility, Coefficient of, a®. — Nu- 
merically equal to the slope of the 
pressure-void ratio diagram obtained from 
a consolidation test, expressed by the 
de 

equation: 

ap 

Compression Index, Cc. — Compression index 
for a clay sample in the undisturbed state 
expressed by the equation: e ~ eo Cc 
P r 

log . Use Cc for a clay sample in the 
po 

remolded state. 

Swelling Index, — Swelling index for a 

clay sample in the undisturbed state, 
expressed by the equation: e ^ — Cs 

log “ , Use Ci for a clay sample in the 
po 

remolded state. 

Void ratio at pressure po (usually 1 kg. 
per sq.cm.) on the compression curve ob- 
tained by a consolidation test on a clay 
sample in the undisturbed state, Co. Use 
eo for a clay sample in the remolded 
state. 

Void ratio at pressure po (usually 1 kg. 
per sq.cm.) on the swelling curve obtained 
by a consolidation test on a clay sample 
in the undisturbed state, Use ei for 
a clay sample in the remolded state. 
Consolidation, Coefficient of, Defined 
by Terzaghi by the equation: 

Ml + «) 


. Compressive strength as determined by a 
■ ■ triaxial compression test. Note, that 
ffiii at failure. 

Shear Strength per Unit Area, q^ or s. 
Ultimate Bearing Capacity per Unit Area at 
Ground Surface, g^.—In an homogeneous 
soil, ' the ultimate bearing capacity in- 
creases with depth. Ultimate bearing 
capacities at various depths may be 
designated by g with suitable subscripts. 

THE CONSOLIBATION OF SoiLS. 

Note. — Readers of literature published prior 
to 1935 should observe that the coefficient of 
consolidation, usually designated by c, was then 

defined by the equation c == This 

original definition of coefficient of consolidation 
may be found in some more recent papers and 
care should be taken to avoid confusion. 
Consolidation, Percentage of, U%, — ^Aver- 
age degree of theoretical consolidation at 
a given time within a clay stratum, ex- 
pressed as a percentage of the total 
consolidation obtainable under the given 
stress condition. 

Time Factor, — A dimensionless factor 

used in the calculation of the rate of con- 
solidation. The value of correspond- 
ing to a given percentage consolidation, 
depends solely on the distribution of 
stress increment within the consolidating 
stratum. 

Hydrostatic Pressure, 

Neutral Pressure per Unit Area, Uw - — The 
total pressure per unit area of soil in the 
pore water at a given time. 

Neutral Force, U , — The total pressure, over 
a given area of soil, in the pore water at 
a given time expressed by the equation: 
XJ ~ . 

Hydrostatic Excess Pressure, u , — -The pres- 
sure per unit area of soil which exists in 
the pore water at any time in excess of 
the hydrostatic pressure, expressed by 
equation: u = Note also that 




Tentative Specifications for 

ASPHALT FOR DAMPPROOFING AND WATERPROOFING i 



A.S.T^M. Designation: B 449 - 42 T 
Issued, 1937; Revised, 1942.® 

Tliese Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover three 
types of asphalt suitable for use as a 
mopping coat in dampproofing, or as a 
plying or mopping cement in the com 
struction of a membrane system of 
waterproofing. 

Primer 

2. The material used as a primer shall 
conform to the Standard Specifications 
for Primer for Use with Asphalt in 
Dampproofing and Waterproofing (A.S. 
T.M. Designation: D 41) of the Ameri- 
can Society for Testing Materials.^ 

Membrane Materials 

3. For the construction of a mem- 
brane system of waterproofing, any or all 
of the following felts or fabrics conform- 
ing to the specifications of the American 
Society for Testing Materials may be 
used alone or in various combinations: 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. 

s These specifications comprise a revision and consoli- 
dation of and replace the former Tentative Specifications 
for Asphalt for Use in Dampproofing and Waterproofing 
Below Ground Level (D 40 - 36 T), and Tentative Speci- 
fications for Asphalt for Use in Dampproofing and Water- 
proofing Above Ground Level (D 144- 36 T), which were 
accordingly discontinued in 1937. 

8 Appears in this publication, see Contents in Numeric - 
Sequence of A.S.T.M. Designations at front of book. 


id) Felt , — Standard Specifications for 
Asphalt-Saturated Roofing Felt for Use 
in Waterproofing and in Constructing 
Built-Up Roofs (A.S.T.M. Designation; 
D 226) .3 

{h) Asbestos Felt , — Tentative Specifi- 
cations for Asphalt-Saturated Asbestos 
Felts for Use in Waterproofing and in 
Constructing Built-Up Roofs (A.S.T.M. 
Designation: D 250).^ 

{c) Cotton Fabrics , — Standard Specifi- 
cations for Woven Cotton Fabrics Satu- 
rated with Bituminous Substances for 
Use in Waterproofing (A.S.T.M. Desig- 
nation: D 173),® asphalt type. 

Types 

4. The asphalts covered by these 
specifications are of three types, as fol- 
lows: 

T ype A A somewhat less susceptible 
asphalt with good adhesive and ‘^self- 
healing” properties for use above ground 
level where not exposed to temperatures 
exceeding 125 F. (52 C.). 


■* Attention is called to the fact that when these 
specifications were editorially revised and rearranged 
in 1943 the designations of grades A and B were inter- 
changed. The present grade A was formerly designated 
grade B, and.grade B was designated grade A in the stand- 
ard as published in 1942 Book of A.S.T.M. Standards, 
Part n, p. 1290. 


1480 


SPECmcATioNS e(3r Asphalt por Waterproofing (D 449 - 42 T) 1481 


Note.— T his tjpe of asphalt is suitable for 
railroad bridges, , culverts, , retaining walls, 
tanks, dams, conduits, spray decks, etc. 

Type B.^—K soft, adhesive “self-heal- 
ing’^ asphalt which flows easily under 
the mop and which is suitable for use 
below ground level under uniformly 
moderate temperature conditions both 
during the process of installation and 
during service. 

Note.- — T his type of asphalt is suitable for 
foundations, tunnels, subways, etc. 

Type C. — An asphalt less susceptible 


fications shall be determined, in accord- 
ance with the following methods., of, the 
American Society for Testing Materials: 

{a) Sampling, — Tentative Methods of 
Sampling Bituminous Materials (A.S. 
T.M. Designation: D 140).® 

(b) Softening Poi«^.~Standard 
Method of Test for Softening Point of 
Bituminous Materials (Ring-and-Ball 
Method) (A.S.T.M. Designation: D 36).^ 

(c) Flash Point, — ^^Standard Method of 
Test for Flash and Fire Points by Means 


TABLE I.-BEQUIREMENTS FOR ASPHALT FOR DAAIPPROOFING AND WATERPROOFING.^ 


Softening point (ring-and-ball method) 

Flash point (Cleveland open cup) 

Penetration: 

0 C. (32 F.), 200 g., 60 sec 

25 C. (77 F.), 100 g., 5 sec 

46 C. (115 F.), 50 g., Ssec 

Ductility at 25 C. (77 F.), (5 cm. per min.), cm.. 

Loss on heating at 163 C. (325 F.), 50 g., 5 hr., per cent. . 

Penetration of residue, per cent of original 

Total bitumen soluble in carbon disulfade, per cent: 

Filled or native asphalt 

Unfilled asphalt 

Proportion of bitumen soluble in carbon tetrachloride, 

per cent 

Ash, per cent: 

Filled or native asphalt 

Unfilled asphalt 

Coarse particles retained on No. 200 (74-mkron) sieve 
as percentage of bitumen insoluble in carbon di- 
sulfide, per cent 


* Type A* 

Type 

Type C 

Min. 

Max. 

Min. 

Max. 

Min. 

Max. 

145 F. 

170 F. 

115 F. 

145 F. 

170 F. 

200 F. 

(63 C.) 

(77 C.) 

(46 C.) 

(63 C.) 

(77 C) 

(93 C.) 

400 F. 

350 F. 


400 F. 


(205 C.) 


(175 C.) 


(205 C.) 


10 


5 


10 


25 

50 

SO 

ioo 

20 

40 


115 

100 



100 

15 

“i' 

30 

"2 

2.5 


60 


60 


60 




95 




99 


1 99 


' 99 * 


99 


99 

i 

5 

99 

.... 


■’i' 


1 


■’i* 
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to temperature than type with good 
adhesive properties for use above ground 
level where exposed on vertical surfaces 
in direct sunlight or at temperatures 
above 125 F. (52 C.). 

Properties 

5. The asphalt shall be homogeneous 
and free from water, and shall conform 
to the requirements prescribed in 
■Tablel.' 

Methods of Sampling and Testing 

6. The asphalt shall be sampled and 
the properties enumerated in these speci- 


of Open Cup (A.S.T.M. Designation; 
D92).® 

id) Fenetration, — Standard Method of 
Test for Penetration of Bituminous Ma- 
terials (A.S.T.M. Designation: D 5).® 

{e) Ductility, — Standard Method of 
Test for Ductility of Bituminous Ma- 
terials (A.S.T.M. Designation: D 11 3) A 
(/) Loss on if eaifwg.— Tentative 
Method of Test for Loss on Heating 
of Oil and Asphaltic Compounds (A.S. 
T.M. Designation; D 6)3 
(g) Bitumen Soluble in Carbon Disul- 
fide, — Standard Method of Test for De- 
termination of Bitumen (A.S.T.M. Des- 
ignation: D 4)3 
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{h) Bitumen SohiUe in Carbon Tetra- and' Coke., (A.S.T.M. ... .Designation: 
Standard Method of Test for D 271).® 

Proportion' of Bitumen . Soluble in Car- , ' (j) ' Coarse \ Standard, 

bon Tetrachloride (A.S.T.M. Designa- . Method of Test , for Coarse ' Particles in 
tion: ,D 165).^ , Mixtures, of Asphalt and M,ineral Mat- 

T'O M'^/z.—Standard Methods'' of Lab- ■ ter (A.S.T.M. .Designation: D .313)c^ 
oratory Sampling and Analysis of Coal 


«1946 Book of A.S.T.M. Standards, Par,t,III“A. 
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COAL-TAR PITCH FOR STEEP BUILT-UP ROOFS^ 



A.S.T.M. Designation: D 654-42 T 
Issued, 1942.2 


These Tentative Specilications have been approved by the sponsoring com- 
mittee and accepted by the Society in. accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifleations cover coal-tar 
pitch suitable for use as a mopping coat 
and for embedding slag or gravel in the 
construction of steep built-up roofs 
with inclines of 1 to 6 in. per horizontal 
foot, where nailing is employed. This 
pitch is also suitable for embedding and 
coating the top ply of felt on flat built- 
up promenade roofs, either level or with 
inclines up to 2 in. per horizontal foot, 
that are to be surfaced with, quarry tile 
or other rigid or semirigid wearing sur- 
faces* 

Note.— Other types of coal-tar pitch for flat 
built-up roofs, dampproofing, and waterproofing 
are covered by the Standard Specifications for 
Coal-l'ar Pitch for Roofing, Dampproofing, and 
Waterproofing (A.S.T.M. Designation: D450) 
of the American Society for Te.sting Materials.^ 

Types 

2. The coal-tar pitch covered by these 
specifications is of one type. 

I Under the slanciardixation procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. 

-Acceiued by the Society at annual meeting, June, 
1942. 


Primer 

3. Steep pitch usually can be applied 
directly to conci*ete surfaces without 
priming, but, where priming is recfuired, 
the material used as a primer shall be 
creosote conforming to the Standard 
Specifications for Creosote for Priming 
Coat with Coal-Tar Pitch in Damp- 
proofing and Waterproofing (A.S.T.M. 
Designation: D 43) of the American 
Society for Testing Materials.® 

Membrane Materials 

4. For the construction of steep 
built-up roofs, felts conforming to the 
Standard Specifications for Coal-Tar 
Saturated Roofing Felt for Use in Water- 
proofing and in Constructing Built-Up 
Roofs (A.S.T.M. Designation: D 227) 
of the American Society for Testing 
Materials® shall be used. 

Properties 

5. The coal-tar pitch shall be homog- 
enous and shall conform to the require- 
ments prescribed in Table I. 

Sampling and Testing 

6. The coal-tar pitch shall be sampled 
and the properties enumerated in these 


5 Appears in 1;1uk publication, .see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book, 
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TABLE I.-REQHIREMENTS FOR COAL-TAR PITCH 
•FOR STEEP. .ROOFS. ' 



Min, 

Max. 

Specific gravity, 25/25 C. (77/77 F,) 

1.20 

1.35 

Softening point (ring-and-baii 



method) 

150 F. 

HOF. 

(65 C.) 

C77C.), 

Total bitumen soluble in carbon di- 


sulfide, per cent 

65 

85 

Ash, per cent 


2.0 

Distillation Test:. 

Total distillate by weight, 32 to 



572 F , (0 to 300 C . ) , per cent , . . 


8 

■Residue by weight, per cent. ...... 

92*' 


Flash point (Cleveland open cup)... 

275 F. 

(135 C.) 


Penetration: 



32 F. (0 C.), 200 g., 60 sec 

■4 


77 F. (25 C.), 100 g., 5 sec 

12 

35 * 

115 F. (46C.), SOg., 5 sec 


100 


specifications shall be determined in 
accordance with the following methods 
of the American Society for Testing 
Materials: 

(a) Sampling . — Tentative Methods 
of Sampling Bituminous Materials 
(A.S.T.M, Designation: D 140).^ 

(b) Specific Gravity , — Standard 
Method of Test for Specific Gravity of 
Asphalts and Tar Pitches Sufficiently 
Solid to be Handled in Fragments 
(A. S.T.M. Designation: D 11)? 


■■ {c) Softening , PomI— Standard 

Method .of. Test for Softening, Point of 
Bituminous Materials (Ring-aiid-Ball 
Method) (A. S.T.M. Designation: D 36)/^ 
{d) Bitumen Soluble An Carbon Di- 
sulfide . — Standard Method of Test for 
■Determination of Bitumen (A. S.T.M. 
Designation: D4).‘^ 

(e) Ash . — Standard Methods of Labo- 
ratory' Sampling and' Analysis of Coal 
and Coke ' (A.S.T.M. Designation: D 
211 )? 

(/) Distillation . — Standard Method of 
Test for Distillation of Tar Products 
Suitable for Road Treatment (A.S.T.M. 
Designation: D 20).^ 

{g) Flash Pnf'Wi.-"Standard Method 
of Test for Flash and Fire Points by 
Means of Open Cup (A.S.T.M. Desig- 
nation: D 92).^ 

(h) Penetration.— StB^ndiiid Method of 
Test for Penetration of Bituminous 
Materials (A.S.T.M. Designation: D 5).® 

4 1946 Book of A.S.T.M. Standards, Part III-A* 



Tentative Specifications for 
ASPHALT-SATURATED ASBESTOS FELTS FOR USE IN 
WATERPROOFING AND IN CONSTRUCTING 
BUILT-UP ROOFS' 



A.S.T.M. Designation: D 250 -* 44 T 
Issued, 1942; Revised, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
miltce and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should lie addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover asphalt- 
saturated asbestos felts, either 36 or 
32 in. in width, composed of asbestos 
felt saturated, but not coated, with 
asphalt for use in the membrane system 
of waterproofing and in the construction 
of built-up roofs. 

Types 

2. Asphalt-saturated asbestos felts 
covered by these specifications are of 
two types: namely, 

15-lb. Type' 

30-lb. Type 

Mopping Materials 

3. For the construction of built-up 
roofs, asphalt mopping materials con- 
forming to the Standard Specifications 
for Asphalt, for Use in Constructing 


1 Under the .stanriardization procedure of the Society, 
these specificaticms are under the jurisdiction of the 
A.S.T.M. Committee D-8 on Bituminous Waterproofing 
and Roofiuiu: Materials. 

2 Prior to their present publication as tentative, these 
specifications were published as tentative from 1926 to 
1927, being revi.sed in 1927. They were adopted in 1927, 
published as standard from 1927 to 1912, but revised and 
reissued as tentative in 1942. 


Built-Up Roof Coverings (A.S.T.M. 
Designation: 0 312)*'^ shall be used. 

Manufacture 

4. In the process of manufacture, a 
single thickness of asbestos felt shall be 
saturated with an asphaltic saturant. 

Character of Felt 

5. The felt shall be an asbestos felt 
produced by ‘Telting^’ at least 85 per 
cent by weight of asbestos fiber. The 
surface, of the felt shall be uniformly 
smooth. Upon splitting or tearing on 
the bias, the felt shall appear reasonably 
free from lumps or particles of foreign 
substances. 

Character of Saturant 

6. The bitumen of the saturant shall 
be composed of asphaltic materials. 

Character of ' Saturated Felt ; 

7. ;The ,'felt shall be thoroughly, and 
uniformly saturated and shall show no 
unsaturated spots at any point upon 
cutting 2-in. strips at random across the 


» Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book; 
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entire sheet .and, splitting .them open .for 
their full length. ,. .. . 

Surface; Finish , 

8, The surface of the felt shall not be 
coated or covered with talc or other 
substance that would tend to interfere 
with the adhesion between the felt and 
the plying cement.' 

Physical Properties . 

9. The fabricated product shall con- 
form to the following requirements: 

IS-lb. Type 30- lb. Type 

Width of roll. either 36 or 32 in., as may 

be specified, rfc Tin. 

Area of roll, min. sq. ft. . 324 ' ^ 216 

Minimum weight of satur- 
ated felt per 100 sq. ft. 

(exclusive of wrapping 
and packing material), 

lb 13 30 

Loss on heating at 221 F. 

(105 C.) for 5 hr. max., 

percent. 5 5 

Pliability at 77 F. (25 C.): ' ' 

At least 8 out of 10 strips 
shall not crack when 
bent 90 deg. at a uni- 
form speed over a 

rounded corner of | in rad. I in. rad. 

Saturant in moisture-free 


felt, min., per cent by 

weight. . . — 44 50 

Desaturated Felt 

10. The desaturated moisture-free felt 
shall conform to the following require- 
ments: 

15-lb.Type 30-lb, Type 

Weight per 100 sq. ft., 

min.jlb. 9.0 17.5 

Ash, min., percent.... 70.0 70.0 

Thickness, min., in. ... . 0.020 0.040 

Freedom' from Defects ' 

11. The finished material shall be free 
of visible external defects, such as holes, 
ragged or untrue edges, breaks, cracks, 
tears, protuberances, and indentations. 

Pliability and Stickiness 

12. The rolls shall not crack nor be so 
sticky as to cause tearing or material 
damage upon being unrolled at atmos- 
pheric temperatures above 50 F. (10 C.). 

Packing 

13. The rolls of saturated felt need 
not be wound on cores, but they shall 


be securely’ wrapped, in a substantial 
.grade of' paper of the same width as the 
fabric. The.’ .wrapper., shall .completely, 
encircle, the roll and shall be pasted , at 
'the overlap in a manner that will prevent 
it .shifting from position. The .ends, of 
the roll need .not be covered. , .As an 
alternative, the molls . of saturated felt 
may' either be tied with; strings or simply 
pasted, at the ends, as ..may .be, agreed, 
upon by the purchaser and the seller. 
No roll shall contain more than two 
pieces, and there shall not be more than 
3 per cent of rolls containing two pieces 
in any shipment. 

Marking 

14. Each roll shall be plainly marked 
with the manufacturer’s name and brand 
or as agreed upon by the seller and the 
purchaser, and shall bear a notation 
showing the type of saturant. 

Sampling and Tasting 

15. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in ac- 
cordance with the Tentative Methods 
of Testing Felted and Woven Fabrics 
Saturated with Bituminous Substances 
for Use in Waterproofing and Roofing 
(A.S.T.M. Designation: D 146) of the 
American Society for Testing Materials.'! 

Inspection 

■ 16. Inspection , of material shall 'be 
made as agreed upon by the seller .and 
the purchaser as part of the purchase 
contract. 

Basis of Rejection 

17. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection, the 
seller shall have the right to reinspect 
the rejected shipment and resubmit the 
lot after removal of those packages not 
conforming to the specified requirements. 



Tentative Specijicatio?ts for 

ASPHALT-SATURATED AND COATED ASBESTOS FELTS 
FOR USE IN CONSTRUCTING BUILT-UP ROOFSV 



A.S.T.M. Designation: D 655-44 T 

Issued, 1942; Revised, 1944.2 

These Tentative Sjiecifkations have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addre.sscd to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover asphalt- 
saturated" and asphalt-coated asbestos 
felts in sheet form for use in the con- 
struction of built-up roofs. They may 
be either 36 or 32 in. in width and shall 
be composed of asbestos roofing felt 
saturated and coated on one or both 
sides with asphalt. The coated sides 
shall be surfaced with mineral matter. 

Types ■ 

2. Asphalt-saturated and asphalt- 
coated. asbestos felts covered by. these 
specifications are of two types: namely, 
20-lb. Type 
SO-lb. Type 

M,oppiiig Materials 

; 3.. For the construction of 'built-up 
roofs, asphalt mopping materials con- 
iorming to , the Standard Specifications 
for Asphalt for Use in Constructing Built- 
Up Roof Coverings (A.S.T.M. ■Designa- 
tion: D 312)'^ shallbe used. 

^ Under the Rtandardization procedure o;f the Sodet3t> 
these specifications are under the Jurisdiction of :the 
A.S.T.M .yfonimittee D-8 on Bituminous Waterproofing 
and Rooling Materials. 

2 Revision accepted by the Society at annual meeting, 
June, 1944. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Manufacture 

4. In the process of manufacture, a 
single thickness of asbestos felt shall be 
saturated wdth an asphaltic saturant, 
coated on one side for the 20-lb. type 
and on both sides for the 50-lb. type 
with asphalt, and surfaced with suffi- 
cient mineral matter to prevent sticking 
in the roils. 

Character of Felt 

5. The felt shall be an asbestos felt 
produced by “felting” at least 85 per 
cent by weight of asbestos fiber. The 
surface of the felt shall be uniformly 
smooth. Upon splitting or tearing 
on the bias, the felt shall appear reason- 
ably free from lumps or particles of 
foreign substances. 

Character, of Saturant and Coatings 

6. The bitumen of the saturant and 
coatings shall be composed of asphaltic 
materials. 

Character of Saturated Felt 

7. The felt shall be thoroughly and 
uniformly saturated and shall show no 
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unsatiirated\ spots at; .any point upon- 
cutting 2-m. strips at random across' the 
.entire sheet and splitting' them open for 
their fulllength. ■ 

Surface Finish 

8.: The surface of the .felt shall be 
coated on one side for the 204b. type 
and bn both sides for the 504b. type 
with asphalt, and surfaced with fine 
sand or other mineral matter that will 
prevent sticking in the rolls but will 
not interfere with the adhesion between 
the felt and the plying cement. 


Physical Properties 

9. The fabricated product shall con- 
form to the following requirements : 


Width of roll 


Area of roll, min., sq. /t.. . 
Minimum weight of finished 
product per lOQ sq. ft. 
(exclusive of wrapping 
and packing material), 

lb. 

Loss on heating at 221 F. 
(105 C.) for 5 hr., max., 

per cent. 

Pliability at 77 F. (25 C.): 
At least 8 out of 10 strips 
shall not crack when 
bent 90 deg. at a uni- 
form speed over a 
rounded corner of. .... 
Saturant in moisture-free 
felt, min., per cent by 

weight. 

Weight of mineral surfac- 
ing per 100 sq, ft,, max.. 


20-lb. Type 50-lb. Type 
either 36 or 32 in., as may 
be specified, ± i in. 

108 108 

17 50 

■ 5 '5 

i in. rad. 1 in. rad. 
40 50 

3 10 


Desaturated Felt- 

10. The desaturated moisture-free felt 
shall conform to the following require- 
ments: 


20-lb Type SO-lb.Type 

Weight per 100 sq. ft., 

min., ib. ....... 8.5 17,5 

Ash, min., per cent. .. . 70.0 70.0 

Thickness, min., in. . . . . 0.020 0.040 


Freedomtrom Defects 

11. The finished material shall be 
free of visible external defects, such as 
holes, ragged or untrue edges, breaks, 
cracks, tears, protuberances, and inden- 
tations. 


Pliability and Stickiness 

12. The rolls shall not crack nor be so 
sticky as to cause tearing or material 


damage upon being unrolled at atmos- ' 
-..pheric temperatures above 50 F. (10 C.). 

Packing 

T3. The rolls ' of saturated and , 
coated felt need not be wound on cores, 
but they shall be securely wrapped 
in a substantial grade of paper , of 
the same width as the, fabric. The 
wrapper shall completely encircle the: 
roll and shall be pasted at the over- 
lap in a manner that will prevent it 
shifting from position . The ends of the 
roll need not be covered. As an alterna- 
tive, the rolls may either be tied 
with strings or simply pasted at the 
ends, as may be agreed upon by the 
seller and the purchaser. No roll shall 
contain more than two pieces, and 
there shall not be more than 3 per cent 
of rolls containing two pieces in any 
shipment. 

Marking 

14. Each roll shall be plainly marked 
with the manufacturer’s name and 
brand or as agreed upon by the seller 
and the purchaser, and shall bear a 
notation showing the type of saturant. 

Sampling and Testing 

15. The material shall be sampled 
and the properties enumerated in these 
specifications shall be determined in 
accordance with the Tentative Methods 
of Testing Asphalt Roll Roofing, Cap 
Sheets, and Shingles (A.S.T.M. Desig- 
nation: D 228) of the American Society 

■ for Testing Materials,®- with the follow- 
ing exceptions: 

(1) The weight of material exclusive 
of packing and wrapping and the 
weight of mineral surfacing, , shall be 
determined on the basis of 100 sq. ft. 
instead of 108 sq, ft. 

( 2 ) The loss on heating shall be 
determined at 221 F. (105 C.) instead 
of 176 F. (80 C.). 
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Inspection' 

16. Inspection of material shall be 
made as agreed upon by the purchaser 
and' the seller as part of the purchase 
contract. 

Basis of Rejection 

17. Failure to conform to any one 


of the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection/ the 
seller shall have the right to reinspect 
the rejected shipment and resubmit the^ 
lot after removal of those packages not 
conforming to the specified requirements. 


Tentative Specifications fior 

ASPHALT ROOFING SURFACED WITH MINERAL GRANULES^ 



A.S,T.M. Designation: D 249 ~ 46 T 
Issued, 1933; Revised, 1934, 1935, 1937, 1941, 1942, 1944, 1945, 19463 

These Tentative Specifications have been approved by the sponsoring corn- 
mi ttee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover asphalt 
roofing in sheet form surfaced with 
colored mineral granules, either 36 or 
32 in. in width, composed of roofing-felt 
saturated and coated on both sides with 
asphalt and surfaced on the weather side 
with granulated slate or equivalent min- 
eral material (of solid or mixed colors as 
may be agreed upon by the purchaser 
and the seller), and on the reverse side 
with a suitable material to prevent stick- 
ing in the package. 

Manufacture 

2. In the process of manufacture, a 
single thickness of dry roofing felt shall 
be impregnated with a hot asphaltic 
saturant, then coated on both sides with 
a hot asphaltic coating compounded with 
a fine mineral filler substantially insolu- 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee D-S on Bituminous Waterproofing and 
Roofing Materials. 

2 Latest revision accepted by the Society at annual 
meeting, June, 1946. 

Prior to their present publication as tentative, these 
specifications were published as tentative from 1925 to 
1927. They were adopted in 1927, published as standard 
from 1927 to 1933, but withdrawn and republished as 
tentative in 1933. 


ble in water, and finally surfaced on the 
weather side with, mineral granules em- 
bedded in the hot asphaltic coating. 
The reverse side shall be covered with 
suitable material to prevent the roofing 
from sticking in the package. 

Character of Felt 

3. The felt shall be a roofing felt pro- 
duced by “felting’^ vegetable or animal 
fibers or mixtures thereof. The surface 
of the felt shall be uniformly smooth. 
Upon splitting or tearing on the bias, 
the felt shall appear reasonably free 
from lumps of underbeaten stock and 
particles of foreign substances (that is, 
fragments of stone, metal, leather, rub- 
ber, etc.). 

Character of Saturant and Coatings 

4. The bitumen of the. saturant, and 
coatings shall be composed of asphaltic 
materials. 

Character of Saturated Felt 

5. The felt shall be completely and 
uniformly saturated, and shall show no 
unsaturated spots at any point upon 
cutting 2-in. strips at random across the 
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entire sheet and splitting them open for 
their full length. 

Surface' Fiaisli 

' 6. (a) The surface of the weather side 
shall be uniform in finish and texture. 
The mineral granules shall he uniformly 
distribiited over the entire surface (ex- 
cept as noted in Paragraph (b)) in a 
smooth layer and shall be firmly em- 
bedded in the asphalt coating. ' 

(b) The coating and granules shall 
cover the entire weather side of the roof- 


Physical Properties '' 

7., The fabricated product shall con- 
form to the requirements prescribed in 
Table L 

Freedom from Defects 

8. The finished material shall be free 
of visible external defects, such as 
holes, ragged or untrue edges, rents, 
cracks, indentations, and lumps of 
coating. 


TABLE I.-PHYSICAL BEQUIEEMENTS OF ASPHALT ROOFING, 


Width...,,. .... 1 

The roofing shall be put up In rolls and 
shall be either 36 or 32 in. in width, 
as may be specified, within a permis- 
sible variation of dbM in. 

The average area of the rolls examined 
shall contain sufficient roofing to cover 
100 sq. ft. of roof surface (108 sq. ft. 
with 2 in. or no bare lapping edge, or 
114 sq. ft, with 4 in. lapping edge). 

At least 8 strips out of 10 shall not crack 
when bent 90 deg. at a uniform speed 
over a rounded corner of 5|-in, radius. 

Not more than 1.5 per cent volatile mat- 
ter loss. The granular surfacing shall 
not slide more than % in. when sus- 
pended vertically. 


Pliabilitv at 77 F. (25 C,)... 

Behavior on heating to 176 F. (80 C.) for 2 hr 



Max., lb. 

Min., lb. 

Weight per roll, net average: 

No bare eelge 


' A 

83.0 

2-in. bare etlgc 


81.0 

4"in. I'uirc edge 


83.0 

Weight of any io8 ft. of roofing in the shipment (granule surfaced por- 
tion) 


80,0 

W'eiglit of dry felt jicr t08 sq, ft 


10.8 

Weight of saturant fsoluhlc in CSa) per 108 sq. ft.^. 


17.3 

Weight of weather side mineral fdled coating per 108 sq. ft.. 

vivo 

16.0 

Weight of mineral matter per 108 sq. ft. passing No. 6 (3360-microii) and 
retained on No. 100 (149-micron) sieve 

20.0 

Percentage by weight of mineral matter passing No. 100 (149-micron) sieve 
on the basis of tlic sum of the idUimen in the coatings and the mineral matter 
passing No. 100 (14y-rnicron) sieve 

50.0 per cent 

15.0 per cent 



“ The weight of saturant per ,108 sq. ft. shall be not less than 1.6 times the weight of the dry felt. 


ing, except that this side may be pro- 
vided with a bare lapping edge, approxi- 
mately 2 or 4 in. i,n width along one edge, 
where either the granules alone or both 
the granules and coating may be omitted. 
When the granules alone are omitted, 
•any suitable treatment ma^y be applied 
to the coated surface ■ that will prevent 
sticking of the coated Lapping edge in the 
roll and that will also permit the roofing 
to pass the strength-of-lap test. 

(t:) The asphalt coating and the sur- 
facing shall be aj.>plied uniformly over 
the entire reverse side of the sheet. 


Pliability and Stickiness 

9. The finished product shall not 
crack nor be so sticky as to cause tearing 
or material damage upon being unrolled 
at atmospheric temperatures above 50 F. 
(IOC.) 

Packing 

10. (a) The roofing shall be put up in 
rolls of either 108 sq. ft. when made with 
a 2-m. or no bare-lapping edge, or 114 
sq. ft. when made with a 4-in. bare 
lapping edge. No roll shall contain more 
than two pieces nor shall there be more 
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than 3 per cent ' of rolls containing two 
pieces in any shipment. The rolls shall 
be tightly wound, and' shall be securely 
wrapped' with a substantial grade, of 
paper completely encircling the roll and 
pasted at the overlap in such a manner 
as ' to .'prevent shifting from position. 
The: nails and , lap-cement shall be 
packed in the core of each roll or 
furnished separately if so specified by the 
purchaser. . 

(J) Special packing shall be as agreed 
upon by the purchaser and the seller. 

Marking' ■■ 

11. Each roll shall be plainly marked 
with the name and brand of the manu- 
facturer. 

Nails and Lap-Cement 

12. (a) Nails: (1) Dimensions.— The 
gage of the wire shall be not greater 
than Washburn & Moen No. 10 (0.135 
in.) nor less than Washburn & Moen 
No. 12 (O.IOS in.). The head shall be 
not less than | in. in diameter nor 
less than 0.025 in. in thickness. The 
shank shall be not less than | in. in 
length and shall be smooth, barbed, or 
square and twisted (spiral). If barbed, 
the barbing shall not increase the di- 
ameter of the lower two thirds more than 
0.01 in. The lower end of the shank 
shall be pointed. If square and twisted 
(spiral), the cross-sectional area shall be 
equivalent to that specified above. 

(2) Protective Coating. — ^Nails shall be 
galvanized or sherardized, and shall resist 
four 1-min. dips in a copper sulfate solu- 
tion when tested in accordance with the 
Standard Method of Test for Uniformity 
of Coating by the Preece Test (Copper 
Sulfate Dip) on Zinc-Coated (Galvan- 
ized) Iron or Steel Articles (A.S.T.M. 
Designation: A 239) of the American 
Society for Testing Materials.® 

(3) Quantity. — ^There shall be furnished 


® 1946 Book of A.S.T.M. Standards, Part I-A. 


per “square^’ an^ average of not less :than 
252 nails for 36-in. roofing and not less 
than 275 nails for 32-m. roofing. Where 
the roofing is intended for application by 
the concealed nailing method and is pro- 
vided with a 4-in.' selvage, 150 nails per 
^^square’’ shall be furnished on a basis 
of 36-m, roofing. 

. {b) Lap-Cement: {1) Lap-Cement for 
Exposed Nail Application.— The: cement 
shall be composed of bituminous ma- 
terials ' dissolved in a volatile solvent, 
and shall be of such a nature as to firmly 
bind the laps without injurious effect 
on the roofing. The cement shall 
have a minimum flash point of 71 F. 
(21.5 C.) when tested by the Tag closed- 
cup tester.^ There shall be furnished for 
each “square^’ of 36-m. roofing for ex- 
posed nail application not less than | pt. 
of cement and for 32-in. roofing not less 
than 1 pt. of cement. The addition of 
5 to 20 per cent by weight of short- 
fiber asbestos shall be permitted, in 
which case the quantity of cement shall 
be increased by J pt. per ^^square.’^ 
(2) Lap Cement for Concealed Nail 
Application.— Tht cement shall be com- 
posed principally of bituminous ma- 
terials dissolved in a volatile solvent. 
The cement shall have a minimum flash 
point of 71 F. (21.5 C.) when tested by 
the Tag closed-cup tester.'^ A strength- 
of-lap test shall be made, using roofing 
and cement from the same manufacturer 
or from the same shipment. The tensile 
strength of the cemented laps shall con- 
form to the requirements prescribed in 
Table II. The test specimen shall con- 
sist of two strips each 6 in. in length 
and 1 in. in width cut from the roofing, 
and- one of the strips ' shall include a 
4-in. bare lapping edge. The specimen 
shall be prepared for testing by covering 
the bare lapping edge of the one strip 
.with 2 g. of cement, ::: spreading 


* See the Standard Method of Test for Flash Point by 
Means of the Tag Closed Tester (A.S.T.M. Designation: 
D 56), p. 1101. 
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evenly, and then allowing the strip to 
remain undisturbed for 10 min. at a 
temperature of 70 to 90 F. (21 to 32 C.). 
The reverse side of the other strip shall 
then be placed upon the cement-coated 
lapping edge in such a manner as to form 
a complete specimen 8 in. in length by, 
1 in, in width that includes a regular 
4-in. cemented lap. A 50-lb. weight 
shall be placed upon the cemented lap 
and allowed to remain for 2 min. while 


TABLE II -REQUIREMENTS FOR STRENGTH-OF- 
LAP TEST. , 


Age of 
Cemented 
Lap 

i 

Aging Temperature 

Tensile 
Strength 
of Lap, 
min., lb. 

30 min. 

77 F. (25 C.) ..1 

6 

60 min. 

77F, (2SC.) ‘ 

8 

■■ '24 hr. 

77F.(25 C.) i 

17 

24 hr. 

20 F, (-6.7 C.)... 

30 

24 hr. i 

100 F. (3S C.) 1 

18 


the specimen is maintained at a tem- 
perature of 70 to 90 F. (21 to 32 C.). 
The specimen shall then be maintained 
at the temperature and for the period 
prescribed in Table II, and tested im- 
mediately in a tension testing machine® 
operated at a speed of head of 12 =fc 2 in, 
per min, 

There shall be furnished with each 
roll of one “square’^ of roofing for con- 


* A .Scott Tester or cquivaleut tensioa testing machine 
is suitable for this purpose. 


cealed nail application not less than 
2 pt, of lap-cement. 

(c) Special Special fixtures 

may be furnished in lieu of nails and 
cement, if agreed upon by the purchaser 
and the seller. 

Sampling and Testing 

13. The material shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the Tentative Methods of 
Testing Asjphalt Roll Roofing, Cap 
Sheets, and Shingles (A.S.T.M. Desig- 
nation: D 228) of the American Society 
for Testing Materials.® 

Inspection 

14. Inspection of material shall be 
made as agreed upon by the purchaser 
and the seller as part of the purchase 
contract. 

Basis of Rejection 

15. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds 
for rejection. In case of rejection, the 
seller shall have the right to reinspect the 
rejected shipment and resubmit the lot 
after removal of those packages not con- 
forming to the specified requirements, 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Tentative Specifications for 

ASPHALT ROOFING SURFACED WITH POWDERED TALC 

OR MICA^ 



A.S.T.M. Designation; D 224 - 46 T 
Issued, 1933; Revised, 1934, 193S, 1937, 1941, 1944, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with establislicd proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., .Philadeiphia 3, Pa. 


Scope 

1. These specifications cover asphalt 
roofing in sheet form surfaced with finely 
powdered mineral matter, either 36 or 
32 in, in width, composed of roofing felt 
saturated and coated on both sides with 
asphalt. 

Manufacture 

' 2. In the process of manufacture, a 
single thickness of dry roofing felt shall 
be impregnated with a hot asphaltic 
saturant, then coated on both sides with 
a hot asphaltic coating compounded with 
a finely powdered mineral filler, sub- 
stantially insoluble in water, and finally 
surfaced on both sides with powdered 
talc or mica to prevent the roofing from 
sticking in the package. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A-S. 
T.M. Committee D-8 on Bituminous Waterproofing and 
hoofing Materials. 

■-Latest revision accepted by the Society at annual 
meeting, June, 1946. 

Prior, to their present publication as tentative, these 
specifications were published as tentative from 1925 to 
1927, being revised in 1926 and 1927. They were adopted 
in 1927, published as standard from 1927 to 1933, but with- 
drawn and republished as tentative in 1933. 


Character of Felt 

3. The felt shall be a roofing felt pro- 
duced by 'Teiting^^ vegetable or animal 
fibers or mixtures thereof. The surface 
of the felt shall be uniformly smooth. 
Upon splitting or tearing on the bias, the 
felt shall appear reasonably free from 
lumps of underbeaten stock and par- 
ticles of foreign substances (that is, 
fragments of stone, metal, leather, rub- 
ber, etc.). 

Character of Saturant and Coatings 

4, The bitumen of the saturant and 
coatings shall be composed of asphaltic 
materials, 

Character of Saturated Felt 

' 5.' The felt shall be ' completely and 
uniformly saturated, and shall show no 
unsaturated spots at any point upon 
cutting 2-in. strips at random across the 
entire sheet and splitting them open for 
their full length. 
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Surface Finish shall contain more than two pieces nor 

6. (a) The surface shall be smooth or ^ per cent of 

veined in appearance. rolls containing two pieces in any ship- 

(&) The coating and surfacing shaU ^he rolls shall be tightly wound, 

be applied uniformly and of approxi- securely wrapped in a sub- 

mately equal thickness on both sides stantial grade of paper completely en- 

and up to the edges of the sheet. circling the roll and pasted at the overlap 

in such a manner as to prevent shifting 
Physical Properties from position. The ends of - the rolls'' 

7. The fabricated product shall con- shall be protected with cloth covers or 

form to the requirements prescribed in by other suitable means. The nails and 

Table I. lap-cement shall be packed in the core of 

TABLE I.-PHYSICAL REQUIREMENTS OF ASPHALT ROOFING. 

Width. The roofing shall be put up in rolls and shall be either 36 

or 32 in. in width, as majr be- specified, within a per- 
missible variation of in. 

Area The average area of the rolls examined shall contain not 

less than 108 or 216 sq. ft., as specified, which shall be 
suflficient to cover 100 or 200 sq. ft., respectively, of 
roof surface. 

Pliability at 77 F. (25 C.) At least 8 strips out of 10 shall not crack when bent 90 deg. 

at a uniform speed over a rounded corner of l-^-in. 
radius. 

Behavior on heating to 176 F. (80 C.) for 2 hr Not more than i.S per cent volatile matter loss. There 

shall be no flowing, sagging, blistering, or absorption 
of the asphalt coatings. 


Physical Properties 

7. The fabricated product shall con- 
form to the requirements prescribed in 
Table I. 


Weight per roll, net average per 108 stj. ft 

Weight of any 108 sq, ft. of roofing in the shiimient 

Weight of dry felt per 108 .sq. ft., 

Weight of saturant (soluble in CSA per 108 sq. ft.® 

Weight of mineral filled coating and surface mineral matter 

per 108 sq. ft., 

Percentage by weight of mineral matter passing a No. 100 
fWO-inicron) sieve on basis of total weight of mineral 


Min., lb. 

Max., lb. 

Min., lb. 

61.0 

.... 

51.0 

CO.O 


SO.O 

13.05 


10.8 

20.9 


17.3 

18.0 


18.0 

15.0 per cent 

50.0 per cent 

15.0 per cent 


® The weight of saturant per 108 sq. ft, shall be not less than 1.6 times the weight of the dry felt. 


Freedom from Defects 

8. The finished material shall be free 
of visible external defects, such as holes, 
ragged or untrue edges, breaks, cracks, 
tears, protuberances, and indentations. 

Pliability and Stickiness 

9. The finished product shall not 
crack nor be so sticky as to cause tearing 
or material damage upon being unrolled 
at atmospheric temperatures above 50 F. 

(IOC). 

Packing 

10. (a) The roofing shall be put up in 
rolls of either 108 or 216 sq. ft. No roll 


each roll or furnished separately if so 
specified by the purchaser. If nails and 
lap cement are furnished separately, 
cloth covers or other end protection may 
be omitted from the ends of the rolls. 

(b) Special packing shall be as agreed 
upon by the purchaser and the seller. 

Marking 

11, Each roll shall be plainly marked 
with the name and brand of the manu- 
facturer. 

Nails and Lap-Cement 

, 12. (a) Nails: (i) Dimensions . — The 
gage of the wire shall be not greater 
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than, Washburn & Moon. No. 10 (0.135 
in.) nor less than Washburn & ’ Moen 
No. 12 (O.lOS in.). The head shall be 
not less than f in. in diameter, nor less 
than 0.025 in. in thickness. The shank 
shal be not less than f in. in length and 
shall be smooth, barbed, or square and 
twisted (spiral). If barbed, the barbing 
shall not increase the diameter of the 
lower two thirds more than 0.01 in. 
The lower end of the shank shall be 
pointed. If square and twisted (spiral), 
the cross-sectional area shall be equiva- 
lent to that specified above. 

(2) Protective Coating . — Nails shall be 
galvanized or sherardized, and shall resist 
four 1-min. dips in a copper sulfate solu- 
tion when tested in accordance with the 
Standard Method of Test for Uniformity 
of Coating by the Preece Test (Copper 
Sulfate Dip) on Zinc-Coated (Galvan- 
ized) Iron or Steel Articles (A.S.T.M. 
Designation : A 239) of the American 
Society for Testing Materials.® 

( J) Quantity . — There shall be furnished 
per “square’’ an average of not less than 
252 nails for 36-in. roofing and not less 
than 275 nails for 32-in. roofing. 

(b) Lap-Cement . — The cement shall 
be composed of bituminous materials 
dissolved in a volatile solvent, and shall 
be of such a nature as to firmly bind the 
laps without injurious effect upon the 
roofing. The cement shall have a mini- 
mum fiash point of 71 F. (21.5 C.) when 
tested by the Tag closed-cup tester.'^ 
There shall be furnished for each 


® 1946 Book of A.S.T.M. Standards, Part I-A. 

^ See the Standard Method of Test for Flash Point by 
Means of the Tag Closed Tester (A.S.T.M. Designation: 
D56), p. 1101. 


“square” of 36-in. roofing not less than 
f pt. of cement and for 32-iE. roofing not 
less than 1 pt. of cement. The addition 
of 5 to 20 per cent^ by weight of short- 
fibered asbestos shall be permitted, in 
which case the quantity of cement shall 
be increased by f pt. per “square.” 

{c) Ffx^ww.—Special fixtures 

may be furnished in lieu of nails and ce-: 
ment, if agreed upon by the purchaser 
and the seller. 

Sampling and Testing 

13. The material shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the Tentative Methods of 
Testing Asphalt Roll Roofing, Cap 
Sheets, and Shingles (A.S.T.M. Desig- 
nation: D 228) of the American Society 
for Testing Materials.® 

Inspection 

14. Inspection of material shall be 
made as agreed upon by the purchaser 
and the seller as part of the purchase 
contract. 

Basis of Rejection 

15. Failure to conform to any one of 
the requirements prescribed in these 
specifications shall constitute grounds for 
rejection. In case of rejection, the seller 
shall have the right to reinspect the 
rejected shipment and resubmit the lot 
after removal of those packages not con- 
forming to the specified requirements. 


® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Tentative Methods of 

TESTING FELTED AND WOVEN FABRICS SATURATED 
WITH BITUMINOUS SUBSTANCES FOR USE IN 
WATERPROOFING AND ROOFING* 



A.S.T.M, Designation: D 146 - 44 T 
Issued, 1938; Revised, 1944,2 

111080 Tentative Metliocls have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 191.6 Race St., Philadelphia 3, Pa. 


Scope 

1. These methods cover the examina- 
tion of felted or woven fabrics saturated 
(but not coated) with asphalt or coal-tar 
materials, for use in the '^membrane^^ 
system of waterproofing or for the con- 
struction of built-up roof coverings. 

Sampling . 

2 . From each shipment or fraction 
thereof representing a product of the 
same kind, class, and weight, a number 
of rolls shall be selected at random, 
equivalent to one-half the cube root of 
the total number of rolls in the lot, 
except that in lots of 1000 or less, five 
rolls shall be taken. If the cube root, 
as calculated, proves to be a fractional 
number, it shall be expressed as the 

1 Under the standardimtion procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Coniinittee D-8 on Bituminous Waterproofing and Roofing 
Materials. 

'■« Prior to their present publication as tentative, these 
methods were published as tentative from 1922 to 1927, 
being revised in 1923, 1925, 1926, and 1927. They were 
adopted in 1927, published as standard from 1927 to 1938, 
being revised in 1937, but withdrawn and republished as 
tentative in 1938. 


next higher whole number. For con- 
venience, the following table is given, 
showing the number of rolls to be 
selected from shipments of various sizes: 


Number of 

Packages in Packages 

Shipment Selected 

Up to 1 000 5 

1001 to 1 728 6 

1 729 to 2 744........ 7 

2 745 to 4 096 8 

4 097 to 5 832 9 

5 833 to 8 000 10 

8 001 to 10 648 11 

10 649 to 13 842 12 

13 843 to 17 576 13 

17 577 to 21 952 14 


Examination OF Finished Fabric 

Width 

3. The width of each roll selected 
shaU be measured to the nearest in. 
The minimum and maximum width so 
obtained shall be reported. 

Gross Weight per Roll 

4. Each roll selected shall be weighed 

intact to the nearest and the 

minimum and maximum gross weight 
shall be reported. 
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Weiglit of Wrapping- and , Packing 

Materials , 

5. Each roll selected shall be stripped. 
AU the wrappers and packing material 
shall be weighed together to the nearest 
I lb. and the average maximum weight 
thereof per roil shall be reported. 

Area per; Roll 

6. Each roll selected shall be un- 
wound, observing the workmanship and 
finish while so doing. The width and 
length of each roll selected shall then be 
measured to the nearest | in. and the 
area of material contained in each roll 
shall be calculated in square feet. 

Net Weight per Roll 

7 . The rolls shall be rewound, fastened 
with pieces of light string, and 'then each 
roll shall be weighed to the nearest f lb. 
In the case of felted fabrics, the weight 
of each roll in pounds per 100 sq. ft. 
shall be calculated and the maximum and 
minimum weights reported. The aver- 
age weight for the rolls sampled, which 
shall be regarded as the corresponding 
weights of the entire lot, shall also be re- 
ported. In the case of woven fabrics, the 
weight of each roll shall be calculated in 
ounces per square yard, and the minimum 
weight reported, likewise recording the 
average for the rolls sampled, which 
shall be regarded as the corresponding 
weights of the entire lot. 

Weight per Unit Area and Selecting 

Representative Sample 

8. From the rolls examined, the one 
whose weight per unit area is nearest 
the average weight per unit area of the 
lot shall be selected. The roll so selected 
shall be laid flat, the first convolution or 
two carefully unwound, and with a knife 
and straight edge the sheet shall be 
cleanly cut across at right angles to the 
edges. A sample measuring exactly 30 
in. in the direction of the rolFs length 


'.shall be removed. 'If the material is 
'surfaced with sand or other fine material, 
any detached particles belonging to each 
30-in. sample '.shall be, retained.. The 
width of each sample , shall be measured 
to the nearest in. Each sample, 
together .with any cletaclied : surfacing, 
shall be weighed' to the 'nearest 'gram. 
The' weight in pounds per 100 sq. ft. or. 
the weight in ounces , per square yard 
shall be calculated as follows: 

A 

Weight, lb. per 100 sq. ft. 1.0582 X “ 

M 

Weight, oz. per sq. yd.>= 1.5238 X ^ 
where: 

A = weight of 30-in, sample in grams, 
and 

B = width of 30-in. sample in inches. 

This weight so determined shall check 
within 1 per cent the average weight per 
unit area of the lot (Section 7). If 
the sample tested fails to conform to this 
requirement, then additional samples 
shall be cut from the same roll, until one 
is obtained which does, and this sample 
shall be reserved for further examination 
as described in Sections 9 to 16. 

'■ Note.— A s a referee method or in case any 
dispute arises regarding the properties as may 
be ascertained from the particular sample 
selected, a 30-m. sample shall be taken from 
each roll selected in accordance with Section 2 
and examined separately. 

Detached Comminuted Surfacing 

. , 9. If the material is surfaced with sand 
or other finely comminuted material, the 
surfacing shall be swept with a moder- 
ately stiff brush from all the 3G-in. 
samples selected in accordance with 
Section 8. All the material thus re- 
moved shall be caught and weighed to 
the nearest ounce. From the aggregate 
areas of all the sections taken, the 
average weight of detached comminuted 


Tests eor Bituminous Saturated FabIicJS (D 146 - 44 T) 


■1-499 


surfacing shall be calculated in pounds 
per 100 sq. ft. 

TMckness 

10. The thickness of each sample shall 
be measured at ten equally spaced points 
at least ,1 in. from^ a cut edge with a 
dead-weight micrometer gage having a 
cylindricarfoot and anvil with flat bear- 
ing surfaces I sq. in. in area. The load 
used shall be 2 psi. The thickness for 


100 mb’ of a coal-tar distillate of which 
5 to 10 per cent boils below 100 C, (212 
F.) and of which at least 90 per cent 
distills up to 180 C. (356 r.) in an 
apparatus of the form and under the 
conditions prescribed in the Standard 
Method of Test for Water in Petroleum 
Products and Other . Bituminous Ma- 
terials (A.S.T.M. Designation:, D ,95) of 
the American Society for Testing Ma- 
terials.^ The flask containing the solvent 



k /s'* 

,k so" — — — — 

Fig. 1. — Location of Test Specimens in Sample., 


each roll sampled shall be averaged and 
the minimum, maximum, and average 
thicknesses calculated to the nearest 
0.001 in. 

Moisture: 

11, From each sample, 2-in. test 
specimens shall be cut as shown at A-i 
and A-2 in. Fig. 1. ,'The 2-in. specimens: 
shall be cut into 1-in, squares. About 
50 g., selected at random, shall be 
accurately weighed and distilled with 


and sample shall be heated in a paraffin 
bath at a temperature of 302 to 338 F. 
(150 to 170 C.) until no further water 
passes over. The distillate shall be 
allowed to stand in the graduated re- 
ceiver until the water separates, where- 
upon the volume of water shall be 
measured and its weight calculated. 
From thiSi the average percentage of 
moisture in the fabric, as received, shall 
be calculated. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 
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Strength , ■ 

12. (a) Felied Fabrics,'— With a photo- 
graphic trimmer having a stop attached 
exactly 1 in. behind the blade, ten test 
specimens from the sample shall be cut 
with the fiber grain, as shown at B-1 to 
B-10 (Fig. 1), and ten strips across the 
fiber grain as shown at C-i to C'lO 
(Fig. 1). Each specimen shall measure 
6 in. and have parallel sides 1 in. apart 
(within -h iu ) with the edges cut straight 
and clean. Both sets of specimens shall 
be tested at 77 F. (25 C.), using a 
tension testing machine such as the 
Scott Strength Tester (type F, 100-lb. 
capacity), the Perkins Strip Tester, or 
equivalent apparatus, in which the 
clamps are attached to swivels free to 
move in any direction. The test speci- 
mens shall be gripped 1| in. on each end, 
leaving approximately 3 in. between the 
clamps. The tension shall be increased 
by causing the lower clamp of the 
machine to travel at a uniform speed of 
12 in. per min. If any specimen breaks 
nearer than | in. to either clamp, the 
reading shall be disregarded, and an 
additional specimen shall be tested in 
its place. The ten readings, wdth and 
across the grain, respectively, shall be 
averaged for each roll sampled. From 
these results the average strength with 
and across the fiber grain, respectively, 
of the fabric as supplied, shall be 
calculated. 

(5) Woven Fabrics , — Woven fabrics 
shall be tested at 70 F. (21.1 C.) in 
accordance with the grab method as 
described in Section 10 of the Standard 
General Methods of Testing Woven 
Textile Fabrics (A.S.T.M. Designation: 
D 39) of the American Society for Test- 
ing Materials.^ 

Note. — As a referee method, or in case any 
dispute arises regarding the strength, the test 
shall be repeated, with the exception that the 

^1946 Book of A.S.T.M. Standards, Part III-A, 
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fabric before being tested, shall be' exposed .at 
least 2 hr. in a'n .atmosphere, .of 65; per cent 
relative humidity at 70 F. (21.1 C.). 

Pliability 

13, (a) Felted Fabrics,— Fiom the 
sample ■ selected in accordance .with 
Section 8, .ten test , specimens 1 in. in 
width by 8 in. in length shall be cut 
from the' sample, . five in the .direction of 
and five across the fiber grain. They 
shall be immersed in water at 77 F. 
(25 C.) for 10 to 15 min., then removed, 
and each specimen immediately bent 90 
deg. over the rounded edge of a block 
at a uniform speed in approximately 2 
sec. The block shall be 3-in. square by 
2 in. in thickness with rounded corners 
of -|-in. radius for 15-lb. felts and f-in, 
radius for 30-lb. felts. In bending, the 
specimen shall be held by hand tightly 
against the upper 2-in. face of the block, 
and the projecting end of the specimen 
shall be bent over the rounded corner 
without exerting any strain other than 
that required to keep the specimen in 
contact with the block and to avoid 
kinking. Any surface ruptures exceed- 
ing |-in. in length shall be con- 
sidered failures. 

(b) Woven Fabrics,— From the sample 
selected in accordance with Section 8, 
five test specimens 1 in. in width by 6 in. 
in length shall be cut in the direction of 
the warp. They shall be immersed in a 
cooling mixture of ice and water at 32 F. 
(0 C.) for 10 to 15 min., then removed 
and each specimen immediately bent 
over a -^-in. mandrel through an arc of 
180 deg. at a uniform speed in approxi- 
mately 2 sec. and then through 360 deg. 
over the same mandrel in the opposite 
direction. The specimens shall then be 
dried thoroughly and examined. If one 
or more of the test specimens crack, ten 
specimens from another portion of the 
sample shall be cut and the test repeated. 
If one or more of these specimens crack, 
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tlie material shall be considered as fail- 
ing to conform to the specifications. ' 

Water Absorption 

14. .(a) A specimen „ 18 in. square" (as 
.shown at Fig. 1) shall be cut from 
.each sample, weighed, and completely 
im.mersed,.. ill' distilled wafer at 77 F. 
(25 C.) for 24 hr. The specimen shall 
then be removed and dried superficially 
by pressing lightly between two towels. 
As the moisture enters through the 
edges of the sheet more rapidly than 
through the surfaces, each specimen 
shall be trimmed to exactly 12 in. square, 
representing four-ninths of the original 
area, and reweighed rapidly. The in- 
crease in weight shall be calculated on 
the basis of the original test specimen 
by multiplying by 2|. The percentage 
increase in weight represents the water 
absorption. The minimum, maximum, 
and average for the lot shall be 
calculated. 

(/;) Five test speeimens shall be cut 
with the fiber grain as shown at F-1 to 
F-5 (Fig. 1) ; five other specimens shall 
be cut across the fiber grain as shown at 
G-i to Cj- 5 (Fig. 1); and the strength 
shall be redetermined as described in 
Section 12. The percentage decrease 
in strength after the specimen has been 
subjected to water shall be calculated. 

Loss on Heating of Asphalt Saturated 

Fabrics 

15. From each sample, 12 by 6-in. 
test' specimens shall be cut at K-1 and 
K-E (Tig. l)j care being taken not to 
disturb any of the detached surfacing. 
Each specimen shall be weighed and 
suspended in the center of an air oven 
maintained,. at 221 ibd.F. (105 dc 3 C.), 
by means of a thin: w.ir.e fastened through 
holes punctured: near ', one. edge. , The 
thermometer . shall 'be inserted in ' the 
oven to such, a depth that its bulb will be 
in line, with; the. center of the specimens. 


The specimens shall be kept in the oven 
for exactly 5 hr., then cooled and re- 
moved carefully, and each specimen 
weighed. The average loss shall be 
calculated as a percentage and the 
average percentage of moisture (de- 
termined in Section 11) deducted. The 
final figure shall represent the average 
loss on heating, exclusive of moisture. 

Examination of. Desaturated Fabric 
Weight of Desattirated Fabric 

16. From each roll selected a 2-m. 
strip (within ^ in.) shall be cut across 
the specimen as shown a.t H (Fig, 1). 
Each strip shall be extracted with carbon 
disulfide^ in an extractor described in 
Section 3(6) of the Standard Methods of 
Testing Bituminous Mastics, Grouts, 
and Like Mixtures (A.S.T.M. Designa- 
tion: D 147) of the American Society 
for Testing Materials,^ the extraction 
being continued for several hours after 
the drippings have become colorless. 
The desaturated fabric shall be removed 
and heated in a ventilated oven at 225 F. 
(107.1 C.), cooled in a desiccator, any 
adhering comminuted surfacing being 
brushed off and retained, and weighed as 
rapidly as possible. The heating shall 
be repeated until the weight of the fabric 
remains constant as determined by two 
consecutive weighings, taken not less 
than 10 min. apart, which shall show a 
further loss of not more than 0.1 per 
cent. This will give the weight of the 
fabric in the moisture-free state. Where 
a coal-tar pitch saturant has been used, 
the moisture-free weight of the de- 
saturated fabric shall be corrected for the 
carbonaceous matter retained mechani- 
cally in its interstices, by means of the 
method described in Section 17. 

Retained Carbonaceous Matter 

17. The following colorimetric method 
shall be used to determine the carbona- 

® In this test, chloroform may be used as an equivalent 
solvent. 
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ceous matter derived from a coal-tar 
pitch saturant and; retained by the 
desaturated fabric: , ' 

(а) About 15 g. of an iinsaturated 
fabric of the same general character as 
the one under examination^ shall be 
macerated by boiling in water, disinte- 
grating with a rotary egg-beater and 
picking the fibers apart with needles. 
The fibers shall be filtered through fine 
cloth and dried to constant weight at 
225 F. (107.1 C.). A 1-g. portion of the 
fibers shall be accurately weighed into a 
flask and diluted to exactly 100 ml. with 
distilled water at room temperature. 
About SO g. of glass beads shall be added 
and the contents of the flask shaken 
vigorously until the fibers are reduced 
to a homogeneous pulp in uniform 
suspension. 

(б) A distilled coal tar, having ap- 
proximately 10 to 25 per cent of insoluble 
carbonaceous matter, shall be procured. 
The carbonaceous matter shall be ex- 
tracted with benzol until it is free from 
soluble matter, then dried to constant 
weight at 225 F. (107.1 C.). A 1-g. 
portion of the purified carbonaceous 
matter shall be accurately weighed and 
diluted to exactly 100 ml. at room 
temperature with a starch solution of a 
consistency sufficient to carry the car- 
bonaceous matter into temporary sus- 
pension. (A 12.5 per cent solution is 
recommended.) 

(c) The liquid carrying the fibers, 
obtained as described in Paragraph (a), 
shall be titrated with the suspension of 
carbonaceous matter, obtained as de- 
scribed in Paragraph (6), and from time 
to time a field prepared from a drop of 
the well agitated mixture shall be 
examined under a microscope at 100 
diameters magnification until the color 
exactly matches a field prepared from 
the desaturated fabric under examination 
‘(obtained as described in Section 16), 
when both are viewed side by side under 



identical conditions. The end point is 
fairly sharply defined. 'The burette 
reading gives directly the percentage '.of 
carbonaceous .matter adhering to the 
moisture-free fabric under examination* 

(d) The weight of moisture-free fabric 
determined in .Section. 16 shall be cor- 
rected . by deducting: .the .weight of' 
adhering carbonaceous matter. 

Total Comminuted Surfacing 

18. The total comminuted surfacing 
(plus any filler present in the bituminous 
saturant) represents the sum of the de- 
tached comminuted surfacing (Section 
9), and the amount brushed off from the 
surface of the desaturated fabric (Section 
16), plus the amount recovered upon 
evaporating and igniting the bituminous 
extract obtained in accordance with 
Section 16. 

Bituminous Saturant 

19. The weigh t of bituminous saturant 
represents the difference between the 
weight of the original fabric (Section 7), 
and the sum of the weights of the mois- 
ture-free desaturated fabric (Sections 16 
and 17), plus moisture (Section 11), plus 
the total comminuted surfacing and filler 
present (Section 18). 

Weight 

20. (a) Woven Fabrics . — Woven fab- 
rics shall be tested for weight and number 
of threads per inch in accordance with 
Sections 6 and 7 of the Standard General 
Methods of Testing Woven Textile 
Fabrics (A.S.T.M. Designation: D 39) 
of the American Society for Testing 
Materials.^ 

(6) Felted Fabrics . — The weight in 
pounds per 480 sq. ft. of the desaturated 
felt (corrected for any carbonaceous 
matter present) for each specimen ex- 
amined shall be calculated separately 
as follows: 
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wt of specimen m grams 
Number = ' : X 983 

, area of specimen in sq. cm. 

or „■ 


Number — 


wt. o f sp ecimen , in grams 
area of specimen in sq. in. 


X 152 


This represents the **number’’ of the 
moisture-free felt on the felt makers’ 
scale..; The' .niininiiim, maximum, and 
average number of the felt in its mois- 
ture-free state shall be calculated. This 
may be corrected to the condition in 
which it actually existed in the material 
under examination, by adding thereto 
the percentage of moisture as determined 
in Section 11. 


Ash 

21. A representative sample shall be 
secured by cutting from each specimen 


of desaturated felt a piece about | in. in 
diameter as shown at 1-1, 1-2, and 1-J 
(Fig 1). About 25 g. selected at ran- 
dom from ail the specimens sampled in 
this manner shall be accurately weighed, 
and incinerated in a weighed porcelain or 
quartz crucible either over an open flame 
or in a muiOSe, until ail the carbon is 
consumed. A few drops of ammonium 
carbonate solution shall be added, the 
sample ignited gently, and weighed. 
The percentage of ash. shall be calculated 
on the basis of the moisture-free felt. 

Note. — As a referee method, or in case 
greater accuracy is desired, the three portions 
taken from each specimen roll shall be weighed 
and ignited separately. The minimum, maxi- 
mum, and average amount of ash present shall 
be calculated on the basis of the moisture-free 
felt. 



Tentative Methods of 

TESTING ASPHALT ROLL ROOFING, CAP SHEETS, AND 

SHINGLES^ 



A.S.T.M. Designation: D 228 - 44 T 

Issued, 1930; Revised, 1931, 1933, 1937, 1942, 1944.“ 

These Tentative Methods have been approved by t.he sponsonnjj; com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Ihi. 


Scope 

1. These methods cover the proce- 
dures for the physical testing and chemi- 
cal examination of roofing and shingles 
composed of asphalt-saturated roofing 
felt coated to various extents with 
asphalt and the coated portion surfaced 
with mineral powders or granules. 

Types of Roofing and Shingles 

2. Asphalt roll roofings, cap sheets, 
and shingles may be divided into three 
types (see Fig. 1), as follows: 

Type X.~—A single thickness of as- 
phalt-saturated felt, coated with asphalt 
compounded with a finely powdered 
mineral filler and surfaced with 
powdered mineral matter such as talc 
or mica. 


1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-S on Bituminous Waterproofing and Roofing 
Materials. 

^Latest revision accepted by Committee E-10 on Stand- 
ards, August 28, 1944. 

Prior to their present publication as tentative, these 
methods were published as tentative from 1925 to 1927, 
being revised in 1926 and 1927. They were adopted in 
1927, published as standard from 1927 to 1930, but with- 
drawn and republished as tentative in 1930. 


Note. — Type X is commercially known as 
“smooth-surfaced roll roofing” and is covered 
by the Tentative Specifications for Asphalt 
Roofing Surfaced with Powdered Talc or Mica 
(A.S.T.M. Designation: D 224) of the American 
Society for Testing Materials.® 

Type F.— Similar to type X, but 
with the asphalt coating on the weather 
side surfaced with coarse granules. 

Note.— When coated with coarse mineral 
granules, type Y is commercially know^n as 
“mineral-surfaced roll roofing” and is covered 
by the Tentative Specifications for .Asphalt 
Roofing Surfaced with Mineral Granules 
(A.S.T.M Designation: D 249);® or when, cut 
into slabs or shingles it is comme.rcially known 
as “asphalt .shingles” and is covered , by the 
Standard Specifications for Asphalt Shingles 
Surfaced with Mineral Granules , (A.S.T.M. 
Designation: D 225)® of the American Soci- 
ety 'for Testing Materials. The reverse side 
usually is surfaced with powdered talc or 
mica. 

Type Z.— A single thickness of as-; 
phalt-saturated roofing felt, ' coated on' 
. the weather side for approximately 'one 

« Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 
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half of its width with asphalt com- 
pounded with fine mineral matter, and 
the coated portion surfaced with coarse 
mineral granules. 

NoTE.—Type Z is commercially known as ' 
^^mineral-surfaced cap sheet’’ and is covered 


calculated, proves to be a fractional 
number, it stall be expressed as the next 
higher whole number. For convenience^ 
the following table is given, showing the 
number of rolls or bundles to be selected 
from shipments of various sizes: 


Powdered Mineraf Surfacing 

Aspha/f Coating on Weather S/de^ 



Type X 


\ Asphalt Coafing on Reverse Side 
\ '^Powdered Mineraf Surfacing 
Asphalt -Saturated Felt 


Coarse Mineral Granules^ 

Asphalt Coating on Weather Side^ 



Type Y 


1- 1' I 

I \ Asphalt Coating on Reverse Side 
\ ""Powdered Mineral Granules 
Asphalt ’Saturated Felt 


Coarse Mineral Granules^ 
Asphalt Coating on Weather S/de^ 



Type Z 


"Asphalt -Saturated Felt 

Fig. 1. — Construction of Asphalt Roll-Roofing, Cap Sheets, and Shingles. 


by the Standard Specifications for Wide Selvage 
Asphalt Roofing Surfaced with Coarse Mineral 
Granules (A.S.T.M. Designation: D 371) of the 
American Society for Testing Materials.^ 

Sampling 

3. From each shipment or fraction 
thereof representing a product of the 
same kind, class, and weight, a number 
of rolls or' bundles shall be selected at 
random,, equivalent to one half the cube 
root ' , of the total , number of rolls or 
bundles included in the lot,, except .that 
in lots of 1000,or less five rolls or bundles 
shall be taken. If the ■ cube . root, as 


Number of 


Packages in Packages 

Shipment Selected 

Up to 1000 5 

1001 to 1 728 6 

1 729 to 2 744 7 

2 745 to 4 096 8 

4 097 to 5 832 9 

5 833 to 8 000 10 

8 001 to 10 648 11 

10 649 to 13 824.. 12 

13 825 to 17 576 13 

17 577 to 21 952 ...14 


Methods of Physical Testing 
Asphalt Roll Roofing and Cap Sheets 

Weight of Roll, and Packing Material, 
Nails, Cement 

4. Each roll selected shall be weighed 
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intact to the nearest | lb. The 
perSj packing material, nailSj and cement 
from each roU selected shail be weighed 
together to the nearest J . lb. and the 
average weight thereof per ^%quare” 
shall be recorded. The quantity and 
character of nails and cement shall be 
recorded. 

Weight of Loose Surfacing 

5. Each roll selected shall be un- 
wound and the workmanship and finish 
of the roofing observed. If any loose 
surfacing is noted, it shall be shaken off, 
the roll reweighed, and the loss of weight 
recorded. 

Width, Length, and Area 

6. The width and length of each roll 
selected shall be measured to the nearest 
i in., and the area of material contained 
in each roll shall be calculated in square 
feet. The average area of the rolls 
examined shall be calculated from these 
values. 

Minimum Weight per 108 sq. ft. 

7. From the information obtained 
under Sections 5 and 6, the net weight, 
exclusive of loose surfacing, of roofing 
per 108 sq. ft. contained in each roll 
selected shall be calculated. The mini- 
mum w’'eight per 108 sq. ft. of the rolls 
examined shall be recorded. This shall 
be regarded as the minimum weight per 
108 sq. ft. of the lot. 

Average Weight per 108 sq, ft. 

8., The average weight per 108 sq. ft. 
for the rolls examined shall be calculated. 
This shall be regarded as the average 
weight per 108 sq. ft. of the lot. 

Weight per Unit Area and Selecting 

Representative Sample 

9. From the rolls examined, the one 
whose weight per 108 sq. ft, is nearest 
the average weight of the lot shall be 


selected. The roll so selected shall be 
laid, flat,' .the first ■ convolution', or Lwo 
carefully unwound, and with a knife and 
straightedge, the' sheet sliall.be cleanly 
cut 'across at right ..Tingles to the edges. 
A sample m.easuring .30 rfc ;/.j in.' in the 
direction'' of the rolls length shall be 
removed. Any unsurfaced lapping edge 
of .the 'roll shall be, . removed and the 
width of the surfaced, area shall be meas- 
ured to the nearest lit in. The .weight 
of the sample in ounces shall be deter- 
mined, neglecting any loose surfacing. 
The weight in pounds per 108 sq. ft. 
shall be calculated as follows: 

:■■■ ' ' Weight, lb. per' 108 sq. ft. X „32.4 ^ _ 

where: 

jl = weight of 30-in. sa.mple in ounces,' 

■ B = width of 30-in. sample in inches, 
and 

32.4 = factor for converting ounces per 
.measured unit area (30 in. X B) 
to pounds per 108 sq. ft. 

The weight so determined shall check 
within 1.5 per cent the average weiglit 
per 108 sq. ft. of the shipment (Section 
8). If the sample tested fails to conform 
to this requirement, then additional 
samples shall be cut from the same roll, 
until one is obtained which does, and 
this sample shall be reserved for further 
examination as described in Sections 
16 to 25. 

Note. — As a referee method, or in case any 
dispute arises regarding the properties as may 
be ascertained from the particular sample tested, 
a 30~in. sample shall be taken from each roll 
selected in accordance with Section 3 and 
examined separately. 

Asphalt Shingles 
Weight of Packing Material 

10. Each bundle selected shall be 
weighed to the nearest -J- lb. The pack- 
ing materials shall be weighed to the 
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nearest. , lb. , and /the weight recorded 
sej 3 arately for each bundle. The aver- 
age, .weight of , packing material per 
^%quare'^, shall be recorded. 

Weight of Loose Surfacing 
, , 11 . The shingles in each bundle, a, 
shall be counted and the workmanship 
and ,fiiiish of the shingles shall be,' ob- 
.served. If,, .any loose surfacing is noted, 
it shalT be shaken off, the bundle re- 
weighed, and the loss of weight recorded. 

' Net Weight and Area 

12. From the information obtained 
under Sections 10 and 11, the net weight, 
6, of each bundle selected, exclusive of 
loose surfacing, shall be calculated. 
The dimensions of two representative 
shingles shall be accurately measured 
and the net area, c, of material in each 
shingle calculated in square feet. 

Miiiim'uni Weight per' 108 sq, ft. 

IvT The area in square feet of material 
contained in each bundle selected shall 
be calculated {a X r). The net weight 
of roofing material per 108 sq. ft. con- 
tained in each bundle shall be calculated 

/ X 108 the minimum weight 

\aXc / 

per 108 sq. .ft. recorded. This shall be 
regarded as the minimum weight per 
.108 s,q. ft. of the .lot. 


Average Weight p.er 108 sq. ft. 

14. The average weight, rf, per 108 sq. 
ft. ' for the bundles examined shall . be 
calculated. This shall be regarded as 
the average weight per 108 sq. ft. of the 


lot. 


The average weight per shingle shall 
be 'calculated • 


Selecting Representative Sample ■ , , ■ 

15. From the bundles selected, a 
definite number of the representative 
shingles w4iose weight per 108 sq. ft 


falls within 1.5 per cent of the average 
weight of the lot (Section 14) shall be 
reserved for further examination in 
accordance with Sections 17 to 26. The 
number of shingles so selected shall 
represent as closely as possible 6 sq. ft. 
of material, and shall be selected as far 
as possible from different bundles. 

Note. — As a referee method, or in .case any 
dispute arises regarding the properties as may 
be ascertained from the particular sample tested, 
then a similar sample shall be taken from each 
bundle of shingles selected in accordance with 
Section 3 and examined separately. 

Asphalt Roll Roofing and Cap Sheets 
Pliability 

16. From the sample selected in ac- 
cordance with Section 9, ten test speci- 
mens 1 in. in width by 8 in. in length 
shall be cut from the sample, five in the 
direction of and five across the fiber 
grain. They shall be immersed in water 
at 77 F. (25 C.) for 10 to 15 min., then 
removed, and each specimen immedi- 
ately bent, with the weather side up, 90 
deg. over the rounded edge of a block 
at a uniform speed in approximately 2 
sec. The block shall be 3 in. square by 
2 in. in thickness with rounded corners 
of l-in. radius for type X roofing and 
f in. for types Y and Z roofing. In 
bending, the specimens shall be held by 
hand tightly against the upper 2-in. face 
of the block, and the projecting end of 
the specimen shall be bent over the 
rounded corner without exerting any 
strain other than that required to keep 
the specimen in contact with the block 
and to avoid kinking. Any surface 
ruptures exceeding | in. in length shall 
be considered failures. 

Asphalt Roll Roofing, Cap Sheets, and 
Shingles 

Loss and Behavior on Heating' 

17, Two test specimens each approxi- 
mately 4 by 4 in., shall be cut from the 
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sample "selected 'in' accordance'" with. 
Section 9 in the case of asphalt roll 
roofing and cap sheets, and from that 
selected in accordance with Section 15 
in the case of shingles. The specimens 
shall be weighed and then suspended 
vertically, in the same direction as the 
material would be applied to the roof, 
in the center of an air oven maintained 
at 176 rb 5 F. (80 i 3 C.) by means of 
a thin wire fastened through holes 
punctured near one edge. The internal 
dimensions of the oven shall be not less 
than 12 by 12 by 12 in. An electrically- 
heated oven is recommended. The 
thermometer shall be inserted in the 
oven to such a depth that its bulb will be 
in line with the center of the specimens. 
The specimens shall be maintained at the 
prescribed temperature for exactly 2 
hr., then cooled in a desiccator, and each 
specimen weighed. The average loss 
of volatile matter shall be calculated 
as a percentage. Any change in ap- 
pearance of the specimen shall be 
recorded, such as flowing, sagging, 
blistering, or absorption of the asphalt 
coatings; also sliding of granular 
surfacing. 

Methods OF Analysis 

Analysis of Roofing Composition 

18. The composition of the roofing 
shall be analyzed as follows: 

{a) Weight of dry felt per 108 sq. ft., 
(5) Weight of saturant (soluble in 
carbon disulfide) per 108 sq. ft., 
{c) Weight of weather side coating 
(soluble in carbon disulfide) per 
108 sq. ft. (which may be either 
side on Type X), 

{d) Weight of reverse side coating 
(soluble in carbon disulfide) per 
108 sq. ft. (which may be either 
side on Type X), 

(e) Weight of mineral matter per 108 
sq. ft. passing a No. 6 (3360- 



micron) : sieve and retained on a 
No.'lOO (149-iiiicron) sieve, and 
(/) Weight of mineral matter per 108 
sq. ft. passing a No. 100 (149- 
micron) sieve. . 

Preparation of Specimens for Analysis ' 

• 19. {a) From the sample representing 
the average weight of the lot of roofing, 
as obtained in Section 9 or 15, specimens 
shall be cut, each measuring approxi- 
mately 2 in. in width by 8 in. in length. 
These specimens shall be weighed, the 
length and width measured to within ^ 
in,, and the weight calculated per 108 sq. 
ft.' ' Any of the 2 by 8-in. specimens 
whose weight varies more than l.S per 
cent from the average weight of the lot 
as determined in Section 8 or 14 shall be 
rejected. This process shall be con- 
tinued until eight acceptable specimens 
are obtained which shall be used for 
determining the composition of the 
roofing as described in Sections 20 to 26. 

{h) Two of the weighed 2 by 8-in. 
specimens shall each be separated into 
three horizontal sections approximately 
at the points indicated by the arrows a 
and h in Fig. 1. (These strips may be 
cut to smaller size and into disks if so 
desired.) The asphalt coatings with 
attached mineral surfacings shall be 
removed in such a manner that some of 
the saturated felt adheres to them leav- 
ing a central section of saturated felt 
free from coating. Any mineral surfac- 
ing detached during this operation shall 
be added to the section to which it 
belongs. 

Saturant in. Dry. Felt 

20. The saturated central horizontal 
sections from the ' two test . specimens 
(Section 19 (^)) shall be weighed ' 
then extracted with .carbo'n disulfide in a 
■suitable', extractor on''' centrifuge until 
the washings are colorless. (Benzol 
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having a boiling point of 80 to 82 C., 
carbon tetrachloride, or chloroform may 
be used if desired, but in case of dispute 
carbon disulfide ' shall be used.) The 
desaturated felt shall be dried in air, 
then placed in a tared weighing bottle 
and further dried at 105 to 110 C. (221 
to 230 F.) for 30 min., and weighed. 
From this weight and' the original weight 
of the saturated felt specimens, the 
percentage of asphalt saturant in the dry 
felt shall be calculated. This figure 
shall be used later for calculating the 
weight of saturant (soluble in carbon 
disulfide) per 108 sq. ft. The dry felt 
shall be preserved for the determination 
of ash (Section 23). 

NoTE.“"~The saturant may be recovered by 
the method described in the Tentative Method 
of Test for Hot Extraction of Asphaltic Ma- 
terials and Recovery of Bitumen by the Modi- 
fied Abson Procedure (A.S.T.M. Designation: 
D 762).3' 

Weight of Weather Side Coating Soluble 

ill Carbon Disulfide 

21. (a) The horizontal sections of the 
weather side (which may be either side 
on type X roofing) containing the 
asphalt coating and mineral surfacing 
(Section 19 (b)) shall now be extracted 
with carbon disulfide (Note) in a suitable 
extractor until the washings are colorless. 
The insoluble material shall be removed 
and dried in air and the pieces of felt 
picked out and brushed free of adhering 
mineral matter. This felt shall then 
be placed in a tared weighing bottle, 
further dried at 105 to HO C. (221 to 
230 F.) for 30 min., and weighed. From 
this weight corrected for excess ash asin 
Section 23 and the percentage of asphalt 
saturant determined in Section 20, the 
weight of asphalt, in, this, felt shall be 
calculated. The mineral matter shall 
,be dried,, in lair' until, free from ,carbon 
'disuMde, then placed in, a tared weighing 
bottle, further dried for 30 min. at 105 
to HO C. (221 to 230 F.), cooled in a 


desiccator, and weighed . This , mineral 
matter shall be retained for sieve, analysis 
(Section 25). 

Note. — Carbon tetrachloride may be used 
in place of carbon disulfide, if. desired. In case 
of dispute, carbon disulfide shall be used. 

(b) Calculation — From the ., original 
weight of the sample subtract the com- 
bined weights of felt, asphalt, saturant in 
the felt, and mineral matter. The 
difference is the weight of weather side 
coating (soluble in carbon disulfide) per 
108 sq. ft. 

Weight of Reverse Side Coating Soluble 

in Carbon Disulfide 

22. The horizontal sections of the 
reverse side (which on Type X roofing 
will be the side opposite to that selected 
under Section 21) containing the coating 
and mineral surfacing (Section 19 (i)) 
shall now be extracted with carbon 
disulfide (Note, Section 21 {a)) and the 
weight of coating soluble in carbon 
disulfide calculated as in Section 21. 
The mineral matter recovered shall be 
combined with that obtained from the 
weather side (Section 21) and retained 
for sieve analysis (Section 25). The 
felt shall be ashed as in Section 23, in 
order to determine the true weight of felt. 

Ash of Desaturated Felt 

23. The desaturated felt obtained in 
Sections 20, 21, and 22 from the center, 
and the weather and reverse sides shall 
be ashed separately in weighed crucibles, 
either over an open flame or in a muffle 
furnace, until all carbon has been con- 
sumed. The weight shall be determined. 
The percentage of ash in the center 
portion (Section 20) will be assumed to 
be the true percentage of ash of the 
entire felt. The excess ash in the 
weather side portion (Section 21) will 
be added to the mineral matter passing 
a No. 100 (149-micron) sieve as de- 
termined in Section 25. This weight 
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will also be used for correcting the total 
weight of desaturated felt and weight 
of saturaiit soiible in carbon disulfide. 
In like manner, the excess ash in the 
reverse side portion will' be added, to the 
mineral matter ^passing. a. No. 100 sieve 
and. used: for .correcting the total weights 
of felt ; and., satiirant: .soluble: ..in carbon 
disulfide.^ 

Weight of Dry. Desaturated Felt per 108 

24. The combined weights of the felt 
from the center portion obtained in 
Section 20 and the weights of the felts 
from the "weather side and reverse side 
portions obtained in Sections 21 and 22, 
respectively, corrected for excess ash 
(Section 23) shall be the total weight of 
dry felt in the two 2 by 8-iii. specimens. 
From this w^eight calculate the weight of 
dry felt per 108 sq. ft. 

'.Weight of Mineral Matter 

25. {a) The total mineral matter re- 
covered in Sections 21 and 22 plus the 
excess ash (Section 23) shall be moistened 
with a few drops of alcohol, boiled with 
100 ml of water, and washed successively 
through No, 6 (3360-micrott), and No. 
100 (149-micron) sieves with sufficient 
hot water to remove the fine mineral 
matter. The mineral matter retained on 
each sieve shall be collected separately, 
dried at 105 to 110 C. (221 to 230 F.) for 
30 min., and weighed. From these 
weights, the weight of mineral matter 
shall be calculated and reported as 
follows: 

Passing Sieve Retained on Weight of 

Sieve Mineral Matter 
per 108 sq. ft. 

No. 6 (3360-micron) No. 100 (149-micron) 

No. 100 ('149-micron)® 


(b) To check the .weight of mineral 
■ matter passing a No, : 100 (149-micron) 

: sieve,.' the. total aqueous suspension .. of 
mineral matter which, passes through the' 
No. 100. sieve .shall be recovered by 
■filtering through a weighed Gooch cruci- 
ble, dried'at 105 to.ilOC, (221 to 230 F.), 
and w^eighed. 

Analysis of Heavy Butt .Shingles 

26.' (a) Specimens 2 in. in width, and 
'8 in..' in length ..shall be cut .from the. thin 
portion of ' samples selected in accordance 
.'with Section 15. ■ These. specimens shall 
be analyzed in accordance with the 
procedures' described in Sections 20 to 
25, "inclusive, except tliat ilic calculation 
of the weight of the weather side coating 
shall be made by subtracting from the 
original weight of the sample the com- 
bined weight of the felt, the satiirant in 
the felt, and the inincnd matter passing 
a No. 6 (3360-micron) sieve and retained 
; on.a No. 100 (149-micr()n) sieve. (It is 
assumed that all granular siirhicing and 
the greater portion of talc surfacing will 
..be.., retained on.a No. 100 (149-niicro.n) 
'sieve, ■.."and that the mineral filler, will 
passthrough.) 

.'(J). Specimens, from the thick portion 
of 'the 'Shingle shall be secured .and' 
analyzed^ in accordance with the pro- 
. cedure-' described in Paragraph {a). , 
'..'(c): The co'mp.osition of the shingle' as 
a: .'Whole, '.with reference to the specified 
requirements, : shall be calculated: from, 
■the.' combined areas: of the ..respective 
■portions' analyzed, i.n Paragraphs, {a) 
and (&). 

Note.— -The method of analysis described in 
this section is not suitable for analyzing thick 
butt shingles of the ^Tapered Type.” 


By difference. 


Tentative Recommended Practice for 

ACCELERATED WEATHERING TEST OF 
BITUMINOUS MATERIALS^ 



A.S.T.M. Designation: D 529 - 39 T 

Issued, 1939.2 

This I'entative Recommended Practice has been approved by the sponsoring 
committee and accepted by the Society in accordance with established pro- 
cedures, lor use pending adoption as standard. Suggestions for revisions 
should 1)0 addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This reconimeiKled practice is in- 
tended to produce rapid deterioration of 
bituminous materials under conditions 
simulating extreme outdoor exposure. 

Apparatus 

2. The apparatus required consists 
of an enclosed carbon-arc lamp, a 
cylinder, sprinkler, spray, and an ar- 
rangement for temperature control dur- 
ing the light period. The general 
arrangement of the cylinder and lamp 
as shown in Fig. 1 is suitable for testing 
materials in a vertical position, such as 
the harder bituminous compounds and 
roofings. Soft materials, of necessity, 
should be tested in a horizontal position 
and a mercury-arc lamp is better adapted 
in that case than a carbon-arc lamp. 

(a) Carbon-arc Lamp — -The carbon- 
arc /lamp, (Note) shall operate on ■ a 
220-v. line, alternating current. . The 
voltage shall be reduced, by, means of a 
resistance to 130 to 145 v. The lamp 
shall operate at IS to 17 amp., and shall 


have approximately the following spec- 

tral range 

Percentage Total 
Radiation to Limit 
of Fluorite Trans- 
mission in Infra Red 
(12,000 mm) 

Spectral Range, aa 

Alternating Current 
Arc, 60 cycles, 

15 to 17 amp. 

279 to 290. , 

0.8 

290 to 320.. 

4.1 

320 to 360. . 

.......... 6.0 

360 to 480.. 

.......... 14.5 

480 to 600.. 

.......... 8.(1 

600 to 1400.. 

14.8 

1400 to 4 200.. 

21.4 

4200 to 12 000. . 

30.4 

Under these conditions the intensity of 

the light (15 in. 

opposite the flame) 


shall be between 3500 to 4000 foot- 
candles. 

Note.— T he alternating carbon-arc lamp 
described in this method is taken as the standard 
as it is now in general use. Mercury-arc, 
direct-current carbon-arc lamps, and other 
types of alternating-current carbon-arc lamps 
if employed must be defined in relation to the 
standard lamp. 

(J) Cylinder , — An open, metal cylin- 
der 30 in. in diameter and about 15 in. 
in depth, equipped with slots or hooks 


1 Under the standardization procedure of the Society,, 
this recommended practice is under the jurisdiction of the 
A.S.T.M. Committee D-8 on Bituminous Waterproofing 
and Roofing Materials. 

* Accepted by the Society at annual meeting, June, 
1939. 


3 Procmdings, km. Soc, Testing Mats., Vol. 33, Part I, 
p. 379 (1933). 
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to hold the ■ test specimens and con- 
nected with, a ^ revolving, mechanism, 
geared to furnish one revolution in 
20 min,, shall surround the lamp The 
cylinder shall be equipped, in the lower 
central portion with a rotary sprinkler 
(Fig, 2) and with a spray placed ver- 
tically, close to the inner rim (Fig. 1). 
The lamp and cylinder shall be sus- 
pended over a pan (sump) about 4 to 5 


separate unit when a ^ cold period' is 
desired as a feature of the test cycle. 

Test Specimens , ' 

3. The test specimens shall „ be ap- 
proximately 6 in. in length and 3, in., in 
width. Bitumens and bituminous com- 
pounds shall be melted and spread to a, 
uniform, thickness over one surface, of an 
aluminum plate of about iV hi. in tM 



Fig. 1. — Apparatus for Accelerated Weathering 
Test. 


in. in depth, the latter equipped with 
an overflow pipe. 

(c) Temperature Control . — For main- 
taining the test specimens at a uniform 
temperature during the light period the 
weathering apparatus shall be equipped 
with some suitable means of automatic 
temperature control. 

(d) Refrigerator.— A refrigerator ca- 
pable of maintaining a temperature 
of —10 F. (-23 C.) may be used as a 


Fig. 2. — View of Apparatus Showing Rotary 
Sprinkler. 


ness. Fabricated materials, such as 
bituminous roofing materials, shall be 
cut to size and their weather surface 
exposed directly to the test cycle. If 
these are too flexible to sustain their 
own weight they may be mounted upon 
an aluminum plate. 

Procedure 

4. (a) The test specimens shall be 
subjected to a daily weathering cycle 
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consisting of periods of ' exposure to 
cold/ light, and water. . The weathering 
cycle (Note) shall be one of the other 
of the , following three types .according 
to the purpose of the test. 

Note.™ Three , cycles are offered because 

experience .has taught, that weather varies 
considerably from place to place. The dijBfer- 
ence between the three cycles is principally 
in the water treatment; cycle A is a fairly 
“dry’’ cycle, cycle B is wetter, while cycle G 
is the wettest and simulates a hot humid 
climate. Any of these cycles will determine 
the effect of the weathering upon bituminous 
materials. 

CYCLE 

For a Period of 


Cold exposure. If hr. 

Water exposure 1 hr. 

Light exposure I J hr. 

Water exposure , 2 hr. 

Light exposure 16| hr. 

, CYCLE ■ 

Wat{.!r exposure f hr. 

Cold exposure 1| hr. 

.Light spray 4 hr. 

Water exposure | hr. 

Light exposure 17 hr. 

CYCLE C® 

Light ~ spray 22 hr. 

Cold exposure If hr. 


“To change from one exposure period to the other 
requires approximately 15 min. 

(b) For the light, rain, and light - 
spray exposure periods, the specimens 
shall be placed in the holders of the 
cylinder. For the rain period the lamp 
shaU be raised above the cylinder, the 
latter covered, and the specimens 
sprinkled vigorously with water by 
means of a rotary spray which operates 
at the bottom of ' the cylinder. 

(c) For the cold exposure period, 
the specimens shall be placed in the 


4 This cycle i.s described in Proceedings, Am. Soc. 
Testing Mats., Vol 33, Part I, p. 381 (1933). 

^This cycle is described in Proceedings, Am, Soc. 
Testing Mats., Vol. 37, Part I, p. 419 (1937). 

«This cycle, without the cold exposure period, is 
described in a i)aper by Hubert R. Snoke and Braxton E, 
Gallup on “Accelerated Weathering Tests of Mineral- 
Surfaced Asphalt Shingles/' Journal of Research, Nat. 
Bureau Standards, Vol. 18, No. 6, p. 669 (1937) Research 
Paper 1003, 


refrigerator, previously cooled to -10 F. 
( — 23 C. ). To change the panels from 
the cylinder to the refrigerator shall not 
require more than 15 min. and the same 
time may again be allowed after the 
cold period to return the specimens to 
the cylinder for the light - spray periociv 

(d) For the light period, the lamp 
shall be operated with the revolving 
cylinder. -During the light - spray 
period, the light from the lamp shall 
shine on the specimens continuously 
while the water, running constantly 
from the spray at a fixed point, shall wet 
the specimens in the revolving cylinder 
once every 20 min. 

(e) The air temperature during the 
light period shall be 140 ± 5 F. (60 dh 
2.8 C.) This temperature shall be 
measured by means of a transparent- 
bulb, mercury thermometer placed be- 
hind the aluminum panel holder so that 
the bulb of the thermometer is shielded 
from the arc light by the panel holder 
between the two tiers of test specimens 
and shall be half way between the panel 
holder and the cylinder of the weathering 
apparatus. 

(/) The radiation temperature during 
the light period shall be 180 ± 5 F. 
(82 ± 2.8 C.) This temperature shall 
be measured by means of a mercury 
thermometer, the bulb of which is thinly 
coated with unweathered asphalt. This 
thermometer shall be mounted inside the 
rotating cylinder at a distance of f in. 
from the surface of the center of the 
panels and with its bulb on a level with 
the center of the panel holder between 
the two tiers of test specimens. 

(g) In the case of the light - spray 
period, the specimens will, of course, be 
cooled as they pass by the water spray; 
the specimens should, however, warm to 
about these standard temperatures 
before being wet again. (At times it 
may be necessary to use warm water 
for spraying in order to reach such a 
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temperature). Water ^(2 to 4' in. in 
depth) shall be kept in the tank or sump 
all the time, the excess water flowing out 
over the overflow. 

Qt) The position of the test specimens 
in the revolving cylinder shall be 
changed for each repetition of any one 
of the cycles, especially with respect to 
their location in the upper or lower 
tiers of slots or hooks, in order to com- 
pensate for unavoidable differences in 
their relation to the light source. 


Determining Extent of. Weathering 

5. The res.ult, .of the accelerated 
weathering tests, shall be: determined by 
comparing specimens of the unweathered' 
material with test .specimens that have 
been weathered. The durability of the 
material may be expressed as the number 
of cycles of weathering that are required 
to bri,ng' about definite changes in the 
.pliability, breaking strength, solubility 
in standard solvents, and appearance 
of the material tested. 


Tentative Methods of 

TESTING PLYWOOD, VENEER, AND OTHER WOOD AND 
WOOD-BASE MATERIALS^ 



A.S.T.M* Designation: D 805 ~ 45 T 
Issued, 1944; Revised, 1945.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These methods cover procedures 
for determining the following properties 
of plywood, veneer, and other wood and 
wood-base materials: 

Section 

Gompression Parallel or Perpendicu- 


lar to Grain 4 to 10 

Static Bending 11 to 17 

Tension 18 to 22 

Panel Shear, Forest Products Labo- 
ratory 'Fcst 23 to 30 

Shearing Strength, Alternate Method 
Using IVnsion Type Shear 

Specimen 31 to 36 

Plate Shear, h'orest Products Labo- 
ratory Test 37 to 42 

Toughness. 43 to 48 

Rockwell Hardness (For material 
with specilic gravity equal to or 

greater than 1.0) ^... 49 to 52 

Swelling and Recovery of Com- 
pressed Wood Products Due to 

: ■ Moisture Absorption 53 to 57 

Moisture Absorption of Compressed 

Wood Products. 58 to 62 

Glue Block Shear Test. ............ 63 to 67 

Plywood Glue Shear Test. . 68 to 73 

Moisture Content and Specific 
Gravity . ...... 74 and 75 


1 Under the standardization |)rocedure of the Society, 
these methods are under the junsdiction of the A.S.T.M. 
Committee D-7 on Wood. 

2 Revision accepted by Committee E-10 on Standards, 
August 14, 1945. 


Note. — The expanding use of plywood, 
wood, and wood-base laminated materials has 
stimulated an interest in the mechanical proper- 
ties of these materials, and in methods for 
evaluating their mechanical properties. In the 
preparation of these methods of test, special 
consideration has been given to procedures 
already in satisfactory use in the determination 
of the mechanical and physical properties. 
Consideration has been given also to the correla- 
tion of the methods with related procedures 
already in use or under consideration, for other 
materials. 

The mechanical tests described in these 
methods may be made to obtain strength data 
for design purposes, to determine the effect on 
strength of various treatments or of various 
factors in processing, to ascertain properties in 
relation to the various grain or fiber directions 
of the material, to compare the properties of 
different base materials or different species, and 
for other similar purposes. 

Test Specimen 

2. (a) Selection of Test Specimens.— 
The number of test specimens to be 
chosen, and the method of their selection 
depend on the purpose of the particular 
tests under consideration, and no general 
rule can be given to cover all cases. 
However, if specimens are to be used for 
acceptance tests, not less than five speci- 
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mens of a type shall be tested. Speci- 
mens shall not be taken closer to the edge 
of the sheet or panel than twice the 
thickness of the sheet or panel. 

{b) Contfol of Moisture Content — All 
test specimens shall be brought to con- 
stant weight before testing, preferably 
in a conditioning room with temperature 
and humidity control. Because of the 
influence of moisture and temperature 
on the mechanical properties, the tests 
shall preferably be made in a room under 
temperature and humidity control. A 
temperature of 72 F. and a relative hu- 
midity of 63 per cent is recommended, 
which corresponds in wood to a moisture 
content of about 12 per cent, based on 
the oven-dry weight. In any event, the 
tests shall be conducted so that the 
moisture content will be uniform 
throughout the thickness, and so that 
changes in the moisture content of the 
specimens will not occur during the test. 

Report 

3. The report of each test shall include 
a complete description of the material. 
For plywood, the report shall include the 
species and thickness of each ply, the 
grain direction, the type of glue, the kind 
of veneer with respect to method of cut- 
ting, the pressing temperature, and the 
pressure for each panel; for the wood 
and wood-base materials the report 
shall include the essential information 
on, the base material, the method of 
treatment or impregnation, if any, the 
kind and amount of impregnating mate- 
rial used, the direction of the grain or 
fibers, the temperature and pressure used, 
and the thickness. 



ComRESSiON Parallel or Perpen- 
dicular TO Grain 

Direction of Grain or Fibers 

4. The grain direction of the individual 
plies or laminations shall be parallel or 


perpendicular to 'the length of the test 
specimen. 

Test Specimen ■ 

.■ S.. (a) The test specimen shall be .rec- 
tangular in cross-section. The width 
and thickness shall be measured, to the 
nearest 0.001 in. and the length to the 
nearest 0.01 in. 

ih) Material Over | in, in Thickness,-- 
For material over J in. in thickness, the 
specimen shall have a thickness equal to 
that of the material and the width shall 
be a minimum of 1 in. but not less than 
the thickness. The length shall be not 
greater than seven times the least cross- 
sectional dimension. 

(c) Material \ in. or Less in Thickness, 
—For material | in. and less in thickness, 
the specimen shall have a thickness equal 
to that of the material and the width 
shall be nominally 1 in. The length 
shall be 4 in. Such specimens shall be 
supported laterally throughout the test. 

End Surfaces Parallel 

6. Care shall be taken in preparing the 
test specimens to make the end surfaces 
smooth and parallel to each other and at 
right angles, to the length. 

Lateral Support 

7. Test specimens in. or less in thick- 
ness shall be supported laterally to pre- 
vent buckling during the test, but undue 
pressure shall not be exerted against the 
sides of the specimen. This support 
shall not measurably restrain the normal 
compressive deformation under load. 
A satisfactory method of providing lat- 
eral support is illustrated in Fig. 1 and a 
detailed design of this apparatus is shown 
in Fig. 2. 

Loading Procedure 

8. The load shall be applied through a 
spherical bearing block preferably of the 









Moisture and Specific Gravity 

10. The moisture content and specific 
gravity of each test specimen shall be 
determined as described in Sections 74 
and 75. 

Static Bending 
Direction of Grain or Fibers 

11, The grain direction of the individ- 
ual plies or laminations shall be parallel 
or perpendicular to the span length. 
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suspended, self-aligning type. The load from the specimen ends. Figured shows 
shall be applied with a continuous motion a type of LamVs roller compressometer, 
of the movable head to maximum load at with a 2-in. gage length that has been 
a rate of 0.003 in. per in. of length of the found satisfactory for specimens 3| to 6 
spedinen per minute within a permissible in. in length. A suitable arrangement of 
variation of plus or minus 25 per cent. a Marten’s mirror having a 2-in, gage 

Note.— After the maximum load lias been measuring deformations of 

reached, the rate of loading may be increased to laterally supported specimens is illus- 
develop failure. trated in Fig. 1. 


Fig. 1 


.—Compression Test of Thin Plywood Supported Laterally Showing Marten’s Mirror 
Compressometer for Measuring Deformations on Two Opposite Faces, 


9. Data for load-deformation curves 
may be taken to determine the modulus 
of elasticity and the proportional limit. 
Increments of load shall be chosen so 
that not less than 12 and preferably 15 or 
more readings of load and deformation 
are taken to the proportional limit. The 
deformation shall be read to the nearest 
0.0001 in. Compressometers shall be 
attached over the central portion of the 
length of the specimen and the points of 
attachment shall be not less than f in. 


Toad-Deformation Curves 
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Test, Specimen ■ . • 

12. The test specimen shall be rec- 
tangular in cross-section. The depth of 
the specimen shall be equal to the tliick- 
ness of material and the width shall be 

1 in. for depths not exceeding 1 in., and 

2 in. for greater depths (Note 1) . When 


measured to the nearest O.GOl in. and 
the specimen and span length shall be 
measured to the nearest 0.01 in. 

Note 1. — -In certain specific instances it may 
be necessary or desirable to test specimens hav- 
ing a width greater than 1 or 2 in. When wider 
specimens are tested, the specimen width shall 
not exceed one-eighth of the span length and pre- 



Fig. 3. — Compression Test of Plywood Prism Showing Roller Compressometer Attachment (2-in. 
Gage Length) Affording Average Deformation for Tw'O Opposite Faces. 


the grain direction of the face plies or 
laminations is parallel to the span, the 
length of the specimen shall be not less 
than 48 times the depth plus 2 in.; when 
the grain direction of the face plies or 
laminations is perpendicular to the span, 
the specimen length shall be not less than 
24 times the depth plus 2 in. (Note 2). 
The actual width and depth shall be 


cautions shall be taken to insure uniform bearing 
across the entire width of specimen at the load 
and reaction points. 

Note 2.-— When the grain direction of all lami- 
nations is similarly oriented, parallel or perpen- 
dicular to the span, length, or if the test specimen 
is not made up of inividual plies or laminae, 
and has its grain direction oriented in the same 
manner with respect to the span, the length of 
specimen may be taken as not less than 14 times 
the depth plus 2 in. and the span length as not 
less than 14 times the depth. 


1'5;20 Tesi:s eor. Plywood, -Veneer, 'and, Wood-Base ■ Materials .(D, 805 --iST) 


Span aad Supports 

13. Center loading shall be used. The 
span shall be not less than 48 times the 
depth when the grain direction of the face 


construction, of this apparatus is shown in 
detail in Fig. 4,.; In cases where, exces- 
sive local deformation may occur, suit- 
able-bearing plates shall .be used,. 
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Fig. 4.~Apparatus for Static Bending Test Showing Details of Laterally Adjustable Supports. 


plies or laminations of the test specimen 
is parallel to the span and not less than 
24 times the depth when the grain direc- 
tion of the face plies or laminations is 
perpendicular to the span (see Note 2, 
Section 12), A 1-in. overhang shall be 
allowed at each end (see Section 12). 
Round-nosed knife-edges or roller-bear- 
ing supports may be used. In both 
instances, the supports shall be adjust- 
able laterally to compensate for slight 
twist or warp in the specimen. The 


Loading Block 

14. A loading block having a radius of 
curvature of one and one-half times the 
depth of the test specimen for a chord 
length of not less than twice the depth of 
the specimen shall be used. In cases 
where excessive local deformation may 
occur, suitable bearing plates shall be 
used. 

Loading Procedure 

15. The load shall be applied with a 





I^stS/FOR 'Plyw^ Wood-Base Materials (D 805 '-45 T) 1521 



continuous motion of the movable head 
throughout the test. The rate of load 
application shall be such that the unit 
rate of fiber strain is equal to 0.0015 in. 
per in, of outer fiber length per minute 
within a permissible variation of plus or 


Load-Deflection Curves 

16. Data for load-deflection curves 
may be taken to determine the modulus 
of elasticity, proportional limit, work to 
proportional limit, work to maximum 
load, and total work. Deflections may 


Fig. 5.— Static Bending Test of Plywood Showing Adjustable Supports and One Method of Attaching 
Dial Gage for Observing Deflections of Thin Material. 


minus 25 per cent. The' rate of motion 
of the movable head may be calculated 
as follows: 


where: 

iV =5 rate of motion of moving head, in 
inches per minute, ■ , 

L span, in inches, ' 
d = depth of beam,, in inches,' and " . 
z = unit rate of fiber strain, in inches 
per inch of outer fiber length per 
minute (0.0015). 


be taken by the methods indicated in 
Figs. 5 or 6, and readings shall be taken 
to the nearest 0.001 in. Increments of 
load shall be chosen so that not less than 
12 and preferably 15 or more readings of 
load and deflection are taken to the pro- 
portional limit. 

Moisture and Specific Gravity 

17. The moisture content and specific 
gravity of each test specimen shall be 
determined as described in Sections 74 
and 75; 
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Tension shall also be measured to the nearest 

Test Specimen 0.001 in. 

18. The size and shape of the test Shaping of Specimen 
specimen shall be selected from the three 19. The test specimens shall be prop- 
types (A, B, or G) shown in Fig. 7. The erly shaped using a template in conjunc- 
basis for selection shall be the grain angle tion with a vertical-spindle woodworking 
and the thickness of the material. If shaper or any other method that will 
the grain of the individual plies or lami- give equally satisfactory results. 


Fig. 6. — Static Bending Test on Thick Pl5rwood Showing Roller Bearing at Supports and Special 
t Yoke with Dial Gage for Measuring Deflection at the Neutral Axis. 

nations makes an angle other than 0 or 
90 deg. with the length of the specimen, 
type C shall be used regardless of the 
tliickness of the material. T 3 rpe A shall 
be used for material over J in. in thick- 
ness and type B for material | in. or less 
in thickness. The specimen shall have a 
thickness equal to that of the material 
and it shall be measured to the nearest 
0.001 in. ; the width at the critical section 


Loading Procedure 

20. The load shall be applied continu- 
ously throughout the test at a rate of 
motion of the movable head of 0.035 in. 
per min. The specimen shall be held in 
wedge-type self-tightening and self-align- 
ing grips. 

Load-Beformation Curves 

21. Data for load-deformation curves 


Tests tor Plywood, Veneer, and Wood-Base Materials (D 80S - 45 T) 1523 


may be taken to determine the modulus 
of elasticity and the proportional limit. 
Increments of load shall be chosen so 
that not less than 12 and preferably 15 
or more readings of load and deformation 
are taken to the proportional limit. The 
deformation apparatus shall be attached 
at the central portion of the length of the 
specimen at the center of the portion 
of constant cross-section. Deformation 
readings shall be taken to the nearest 
0.0001 in. Figures 8 and 9 show 2-in. 

re 


Test Speciinen 

24. The dimensions of the test speci- 
men (Figs. 10 and 11) shall conform to 
the sizes prescribed in Table I for the re- 
spective thickness of ply wood used. The 
size and thickness of reinforcing blocks 
(hard maple or birch) shall also conform 
to the values prescribed in this table. 
The thickness of the specimen shall be 
measured to the nearest 0.001 in. and 
the actual width and length of the panel 
shall be measured to the nearest 0.01 in. 




A B C 

Note.— -A generous radius of curvature at the minimum section as provided in this specimen is highly desirable. 
Fig. 7, — Dimensions and Details of Plywood Tension Test Specimens. 


gage length Tripolitis extensometers that 
have been found satisfactory for this test. 

Moisture and Specific Gravity 

22. The moisture content and specific 
gravity of each test specimen shall be 
determined as described in Sections 74 
and 75. For determining specific grav- 
ity, a separate specimen closely matched 
to the tension specimens shall be used. 

Panel Shear ' (Forest Products , 
Laboratory Test) 


23. The grain direction of the individ- 
ual plies shall be at an angle of 0 or 90 
deg. with the edges of the panel. 


Size and Location of Pins 

25. The sizes and location of the pins 
used to load the panel shall be as pre- 
scribed in Table I. Care shall be taken 
in drilling the holes to make the surfaces 
smooth and the axes perpendicular to the 
plane of the plywood. 

Pins and Rollers 

26. The pins shall be of a qualit}'' equal 
to that of steel having a yield point of 
approximately 100,000 psi. and an ulti- 
mate tensile strength of approximately 
125,000 psi. The rollers shall be the 
ball or roller-bearing type of standard 
bearing sizes with an inside diameter 
approximately 0.001 in. larger than the 


Directioti of Grain 
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Fig. 9. — Tension Test of Plywood with Ex- 
tensometer Attachment Showing Specimen Used 
When Load is Applied at an Angle Other Than 
0 or 90 deg. to the Direction of the Grain of the 
Plies. 


Fig. 8. — Tension Test of Thick Plywood Show- 
ing Nonaveraging Type of Extensometer 
(2-in. Gage Length). 
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pin diameter. Where necessary a sleeve 
bushing shall be pressed into the bearing 
to achieve this tolerance. For pin 
diameters in excess of G.3 12 in., double- 
row ball bearings or roller bearings of 
equivalent strength shall be used. The 
outside bearing diameter shall be equal 
to; that prescribed in Table . I. 



Fig. 10,— Panel Shear Test (F.P.L.) Showing 
Specimen Used and Method of Loading. 

, Strain gages niay be attached if 
'necessary or desired. 

Loading Procedure 

27. The load shall be applied by special 
steel loading blocks which articulate with 
the rollers and pins attached to the test 
specimen . The angle between faces of 
the loading block shall be 90 deg. and 
between each face and the base the angle 
shall be 45 degv A spherical bearing 


block, preferably of the suspended, self- 
aligning type shall be employed in the 
loading system. The load shall be ap- 
plied continuously throughout the test 
with a uniform motion of the movable 
head of the testing machine equal to 
0,005 in. per in. of length of diagonal per 
minute within a permissible variation of 
plus or minus 25 per cent. 

Load-Deformation Curves 

28. Data for load-deformation curves 
may be taken to determine the modulus 
of elasticity and the proportional limit. 
Strain gages shall be attached to the 
central portion of a diagonal on opposite 
sides of the specimen. The defoi*mation 
shall be read to the nearest 0.0001 in. 

Calculation 

29. The unit shear stress on the ply- 
wood panel shall be calculated as follows : 

0.707 P 



where: 

A — unit shear stress, in pounds per 
square inch, 

P = total applied load, in pounds, 

L = side of square panel specimen (see 
Fig. 11), and 

t = thickness of specimen (see Fig. 11), 
in inches. 

Moisture and Specific Gravity 

30. After the test a section shall be cut 
out of the panel, weighed and measured, 
and used to determine the moisture con- 
tent and specific gravity of the specimen 
as described in Sections 74 and 75. 

Shearing Strength (Alternate 
Method USING Tension 
Type Shear Specimen) 

Direction of Grain 

31. The grain direction of all plies 
shall be at 0 or 90 deg. to the length of 
the specimen, The grain direction of the 
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TABLE I.— dimensions OF PLYWOOD PANEL SHEAR SPECIMENS. 


(To be used with Fig. 11) 


Plywood 
Thickness i, in. 

Maximum 
Allowable , 
' Panel Size 
' (between ; 
[ : blocks), 1 
L, in. , 

Minimum 
Block 
Width, 
w, in. 

Minimum 
Block 
Thickness, 
j in. 

Diameter 
of Pins, 
d, in. 

Diameter 
of Pin 
Hole, in. 

Diameter 
of Rollers, 
D, in. 

Inner Edge 
of Block to 
Center Line 
of Pin Hole, 

■ ■«, in. ' 1 

End of 
Block to 
Center .Line 
of Pin Hole, 
h;m, 


Group I Woods (High-Density, Species) 


0.05 to 0.10 

1.00 

1.00 

% 

0.250 

■ H ■ 

0.8661 



0. 10 to 0.20 

2.00 

1.00 

% 

o.mo 


1.1811 

' . ■ i 

. 4 . 

0.20 to0.30 

3.00 

1.50 

% 

0.587 


1.3780 


■■ "M 

0.30 to 0,40 

4.00 

2.00 

% 

0.784 

% 

1.8504 

M . 1 

m 

O.IOtoO.SO 

5.00 

2.50 


0.981 

m 

2.4409 


m 

0.50 to 0.60 

6.00 

3.00 

m 

1.178 

1?^ 

■ 2.8346 


‘ "iHe.". 


Group II Woods (Medium-Density Species) 


0.05 to 0.10 

1.00 

1.00 


0.250 

I 

0.8661 

■■ K. " 

M 

0.10 to 0.20 

2.00 

1.00 

5^6 

0.390 

1.1811 

M' , 

' ' " 

0.20 to 0.30 

3.00 

1.25 

% 

0.520 

1.3780 

m ", 


0,30 to 0.40 

4.00 

1.75 

0.784 

% 

1.8504 



0.40 to 0.50 

5.00 

2.25 

H 

0.875 


2.4409 

.. 

^ % 

0.50to0.60 

6.00 

2,50 

1 

1.178 ! 

1% 

2.8346 


m 


Group III Woods (Low-Density Species) 


O.OStoO.lO 

1.00 

0.75 


0.250 

H 

0.8661 

■ M' ■■ 

% ■■ 

0.10to0.20 

2,00 

l.OO 

Hi 

0-312 

H 

1.0236 

k 

m ■ 

0.20 to 0-30 

3.00 

1.25 


0.438 


1.2598 


“4 ■ " 

0.30 to 0.40 

4.00 

1.50 

% 

0.587 


1,3780 

% 

M "■ 

0.40 to 0.50 

5.00 1 

2.00 

. 1 

0.784 


1.8504 


4 ' 

0.50to0.60 

6.00 

2.50 

H 

0.875 

% 

2.4409 





Fig. 11. Plywood Panel Shear (F.P.L.) Frame Showing Size and Construction Details and 
Location of Pin and Rollers (To be used with Table I). 


face plies shall be parallel to the length 
of the specimen. 

Test Specimen 

32. The test specimen shall be 6 in. 
in length, 2 in. in width, and of a thick- 
ness equal to the thickness of the mate- 


rial, The specimen shall be cut to pro- 
vide a shearing length of § in, between 
saw slots and the distance between shear- 
ing lines shall be 1 in. as shown in Fig. 12. 
The outer slots shall be cut using a hollow 
ground grooving saw and the inner slot 
shall be cut, after first drilling a pilot 
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hole, using a jig saw or by any other 
method which will produce equally satis- 
factory results. The slots shall be care- 
fully cut both as to length and position to 
provide the desired shear length. The 
thickness of the specimen shall be meas- 
ured to the nearest 0.001 in. and the 
shear length to the nearest 0.01 in. 



Note,— A rrow indicates direction of grain in face plies. 
Fig. 12.— Tension Type Shear Specimen. 

Ntimber of Specimens 

33. A minimum of ten specimens shall 
be tested to determine the shearing 
strength of a given sample of material. 

Loading Procedure 

34. The load shall be applied continu- 
ously throughout the test at a rate of 
motion of the movable head of the testing 
machine of G.02S in. per min. until fail- 
ure. The specimen shall be firmly held 
in wedge-type self-aligning and self-' 
tightening grips. Maximum load only 
will be obtained. ; 

Calculation , 

35. The shearing strength shall be cal- 


culated by dividing the maximum load 
by the product of the thickness of the 
specimen times twice the shear length. 

Moisture and Specific Gravity, 

36. After the test a section shall be cut 
from the undamaged portion of the speci- 
men, weighed and measured, and used to 
determine the moisture content and spe- 
cific gravity of the specimen as described 
in Sections 74 and 75. 

Plate Sheak (Forest Proditcts 
Laboratory Test) 

Direction of Grain 

37. The grain direction of the individ- 
ual plies or laminations shall be parallel 
or perpendicular to the edges of the test 
specimen. 

Note. — ^This method of test is primarily 
designed for material in which the grain of the 
individual plies or laminations is parallel or per- 
pendicular to the edge of the specimen. It may 
be used, however, for specimens in which the grain 
is at 45 deg. to the specimen edges if a four-ply 
panel with all plies of the same thickness is 
used- The controlling condition is that the El 
(modulus of elasticity X moment of inertia) 
values along both diagonals shall be equal. 

Test Specimen 

38. The test specimen shall be square 
with the thickness equal to the thickness 
of the material and the length and width 
not less than 25 nor more than 40 times 
the thickness. The thickness shall be 
measured to the nearest 0,001 in. and the 
length and width to the nearest 0.01 in. 
Care shall be taken to avoid obtaimDg 
test specimens with initial curvature. 

Loading Procedure 

39. The test specimen shall be sup-- 
ported on rounded supports having a 
radius of curvature not greater than J 
in. on the opposite ends of a plate diag- 
onal and loaded in a similar manner on 
the opposite ends of the other diagonal 
In order that the loads may be applied at 
the corners, metal plates shall first be 
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Fig. 13. Plate Shear Test (F.P.L.) of Plywood Showing Method of Loading and Observing the 
Diferential Deformation Along the Two Diagonals. 


attached as shown in Fig. 13. The load- 
ing and supporting frame shall be rigid. 
Figures 14 and 15 indicate the method of 
test and show details of the plate shear 
apparatus. The load shall be applied 
with a continuous and uniform motion 
of the movable head at a rate of 0.003 
times the length of the plate in inches, 
expressed in inches per minute, within a 


elastic range and increments of load shall 
be chosen so that not less than 12 and 
preferably 15 load-deformation readings 
are' taken. . To eliminate the effects , of 
slight initial curvature, two sets of data 
shall be obtained, the second set with the 
panel rotated ^ 90.'' : deg. about . an axis 
through the center of the plate and per- 
pendicular to the plane of the plies. The 


permissible variation of plus or minus 25 
percent. 

Deformation Measurements 

40. The deformation shall be measured 
to the nearest 0.001 in. at two points on 
each diagonal equidistant from the center 
of the plate. These measurements shall 
preferably be made at the quarter points 
of the diagonals and if other points than 
these are chosen, care shall be taken to 
avoid locations near the plate corners to 
avoid the load and reaction effects. The 
plate shall not be stressed beyond its 


two results shall be averaged to obtain 
the shear modulus for the plate. A 
satisfactory arrangement for measuring 
relative deformations is indicated in Fig. 
13; the dial readings in this case give 
twice the average deflection of the four 
points. 

Calculation 

41. The shearing modulus of elasticity 
shall be calculated as follows : 

' Su^ F 




UPPER LOADING BLOCK DETAILS 
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where: 

G = shearing modules, in pounds per 
square inch, 

P = load applied to each corner, in 
pounds, 

Ji = thickness of the plate, in inches, 
w = deflection relative to the center, 
in inches, and 

li = distance from the center of the 
panel to the point where the de- 
flection is measured, in inches. 

Note. — ^T he average values of P and w 
are generally taken from the slope of a pre- 
viously plotted load-deflection curve. 

Moisture and Specific Gravity 

42. The moisture content and specific 
gravity of each test specimen shall be 
determined as described in Sections 74 
and 75. Where additional tests are to 
be made on the plate a satisfactory mois- 
ture specimen may be provided when the 
specimen is cut out, in which case this 
moisture specimen shall be subjected to 

V the same conditioning as the plate 
proper. 

Toughness 
Test Specimen 

43. The toughness test specimen to be 
used in conjunction with the Forest 
Products Laboratory toughness testing 
machine shall be f in. in width for mate- 
rial less than f in, in thickness and the 
thickness of the specimen shall be equal 
to that of the material For material 
more than f in. in thickness, the wddth 
shall be equal to the thickness of the 
material, thus making the specimen 
square in cross-section. The length 
shall be determined from the thickness 
of the material in, accordance with Table 
II. The actual cross-sectional dimen- 
sions shall be measured to the nearest 
0.001 in. and the specimen and span 
length shall be measured to the nearest 
0.01 in. 


table h.-length of toughness test 

SPECIMENS,.. . 


Plywood Thickness, in. 

' , Span , ; 
Length, in. 

Specimen 
Length, in. 


' 2 

4 


■' 3 

'5 

V c-Jt /o /4 > ***v 

Over to incl. 

■ S 

7 

8/^ tA 14. .......... i 

6 

8 . 

Over to inch 

' 8 

10 

Over 5^^ iticl 

9 

11 ' 

Over 54 to 1, incl*. • ■ 

' 12. . 

14 



Apparatus 

44. The toughness testing machine 
(Note) shall consist of a frame support- 
ing a pendulum, being so arranged that a 
measured amount of the energy from the 
fall of the pendulum may be applied to a 
test specimen . The pendulum shall con- 
sist of a bar to which is fastened a weight 
adjustable to different positions and shall 
carry at its upper end a drum or pulley 
whose center provides the axis of rota- 
tion. The force shall be apfilied to the 
specimen by means of a flexible steel 
cable passing over the drum. A station- 
ary graduated scale or dial and a vernier 
operated by the moving drum shall be 
provided for reading the angles through 
which the pendulum swings. The ma- 
chine shall be adjusted before test so that 
the pendulum bangs truly vertical and 
adjusted to correct for friction. The 
cable shall be adjusted so that the load is 
applied to the specimen when the pendu- 
lum swings to within approximately 15 
deg. of the vertical so as to produce 
complete failure by the time the down- 
ward swing is completed. 

Note.— T he set-up shown in Fig. 16 has 
been found to give satisfactory results. 

Span and Supports 

45. The test specimen shall be sup- 
ported as a beam on two vertical pins, 
which exert reactions that are perpen- 
dicular to the plane of the plies or lamina- 
tions, These pins shall be adjusted to 
the span length taken from Table II 
which provides for a specimen overhang 
of 1 in. at each end. 
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Lofl-ding Procedure ' ' 

46. The load shall be applied at the 
center of the span perpendicular to the 
plane of the plies. The load shall be 
applied through a tup, attached to a 
flexible cable, having a radius of curva- 
ture approximately equal to one and one- 
half times the depth of the test specimen. 


smaller specimens can be madf! In the 20 in-lb. 

capacity intermediate $i 2 e machine. 

Calculation 

47 . The initial and final angle shall be 
read to the nearest 0.2 deg. by means of 
the attached vernier. The toughness 
shall then be calculated as follows: 

r = wL(cos ^2 — cos i4i) 



Fig. 16.— Toughness Test of Plywood Showing Load Applied to Specimen When Pendulum is 
Approximately 15 deg. from the Vertical. 


The weight position and initial angle of 
.the penAilum shall be chosen so that 
complete failure of the specimen is ob- 
tained on one drop. Most satisfactory 
aresults are obtained when the difference 
Ibetween the initial and final angle is at 
least 10 deg. 

.Note.— In order properly to satisfy these 
conditions, it will be necessary to use a toughness 
itestiuig machine of proper capacity for the speci- 
mens being tested. The larger size specimens 
can be tested in the large size Forest Products 
Laboratory toughness macliine which has • a 
maximum capacity of 673 in-lb., while tests of 


where: 

T == toughness (work per specimen), in 
inch pounds, 

w = weight of the pendulum, in pounds, 
L = distance from the center of the 
supporting axis to the center of 
gravity of the pendulum, in 
inches, 

Ai = initial angle (Note), in degrees, and 
A% = final angle the pendulum makes 
with the vertical after failure of 
the test specimen, in degrees. 
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Note.*— S ince, friction is compensated for; in 
the machine adjustment, the initial angle may 
be regarded as exactly 30, 45, or 60 deg,, as the 
case may be, '■ 

Moisture and Specific Grayity 

48. The moisture content and specific 
gmvity of each test specimen shall be 
determined as described in Sections 74 
and 75. 

Rockwell Hardness 

(For material with specific gravity equal 
to or greater than 1.0) 

Test Specimen 

49. The test specimen shall be at least 
1 in. square, with a minimum thickness of 
0.25 in. unless it has been verified that for 
the thickness used the hardness values 
are not affected by the supporting surface 
and that no imprint shows on the under 
surface of the specimen after testing. 
The surfaces of the specimen shall be 
smooth and normal to the axis of the 
penetrator and the specimen shall rest 
solidly on the anvil. 

Apparatus 

50. The standard Rockwell hard- 
ness tester described- in the Standard 
Method of Test for Rockwell Hardness 
and Rockwell Superficial Hardness of 
Metallic Materials (A.S.T.M. designa- 
tion: E 18),^ shall be used and the M scale 
employed, unless otherwise specified. 
The Rockwell M scale hardness test re- 
quires the use of a J-in. hardened steel 
ball penetrator, a minor load of 10 kg. 
and a major load of 100 kg,, with readings 
taken on the red dial 

Procedure 

51. (a) Without the test specimen in 
place the Rockwell tester shall be adjusted 
by means of the dash pot so that the time 
of application of the major load is from 4 
to 5 sec. with the 100-kg. load. WTth the 
specimen in place, the minor load of 10 

* 1946 Book of A.S.T.M. Standards, Parts I-A and J-B, 


kg,' shall be applied and the .xero^ setting 
(130 on the red scale) .made 10 sec..tliere- 
'after. The, major load shall then: be, 
applied by tripping , the crank .handle. 
The major load shall ..be removed within 
7 to 8 sec. thereafter and the hardness: 
reading shall be made 45, sec. Thereafter 
unless' the pointer comes, to rest in. a 
shorter time. 

(b) The Rockwell M hardness number 
may be more than 100 or may be nega- 
tive. Determine the number of times 
the needle passes the zero on the red scale 
on application of the major load and sub- 
tract the number of times the needle 
passes zero on removal of the major load. 
If the result is zero the reading is over 
100; if 1, 0 to 100; if 2, the reading is 
negative. The Rockwell hardness num- 
ber and scale letter shall be given in 
reporting the hardness of the material. 

Moisture Content and Specific Gravity 

52. The moisture content and specific 
gravity of each test specimen shall be 
determined as described in Sections 74 
and 75. 

SWELLI.NG AND RECOVERY . OR , COM- 
PRESSED Wood Products Due 
TO Moisture Absor.pt:ion .. 

Direction of Grain or Fibers 

53. The grain direction of the face plies 
or laminations shall be perpendicular to 
the length of the test specimen. 

Test Specimen 

54. Six test specimens shall be used in 
each determination of swelling or re- 
covery. Each specimen shall be 2.00 
-bO.lO in. in length (perpendicular to the 
grain direction of the face plies); 0.0625 
=fc0.005 in. in width (parallel to the grain 
direction of the face plies) ; and of a thick- 
ness equal to the thickness of the 
material. 


Tests for Ptywood, Veneer, 

Prepajratioii of Test Specimen 

55. Care shall be, taken in preparing 
the specimens to obtain cut surfaces that 
are not overheatecl, charred, or bur- 
nished. All cut surfaces shall be finished 
with No. 000 emery paper. All original 
surfaces of the specimen shall be removed 
with No, 000 , emery paper prior to, test. 

Procedure 

56. The dimension in the direction of 
compression of ail specimens shall be 
measured at the center of the specimens 
to the nearest 0.001 in. prior to immersion 
or drying. Three of these specimens 
(control specimens) shall be dried for 24 
hr. at a temperature of 105 db2 C., cooled 
in a desiccator over calcium chloride, and 
remeasured. The remaining three speci- 
mens (immersion specimens) shall be 
immersed for 24 hr. in water at 25 ±3 C. 
They shall then be removed, the surface 
moisture absorbed by a dry cloth, meas- 
ured, and clried for 24 hr. at 105 =b2 C. 
After drying they shall be cooled in a 
desiccator over calcium chloride and re- 
measured. 

Calculation 

57. The percentages of recovery, and 
swelling plus recovery shall be calculated 
as follows: 



where: 

i? “ percentage recovery = percentage 
change in dimension (caused by 
recovery of compression) from 
the original oven-dry condition 
to the oven-dry condition after 
soaking," ; 

S == percentage swelling plus recovery 
:.== .percentage .change in dimen- 
sion from the oven-dry to water- 
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soaked condition, and includes 
change due to the moisture ab- 
sorption of the material and re- 
covery of compression, 
di = sum of dimensions of three control 
specimens parallel to direction 
of compression, air-dry, 
da ~ sum of dimensions of three control 
specimens parallel to direction of 
compression, oven-dry, 
ds == sum of dimensions of three immer- 
sion specimens parallel to direc- 
tion of compression, air-dry, 
d 4 == sum of dimensions of three im- 
mersion specimens parallel to di- 
rection of compression, water- 
soaked, and 

d^ = sum of dimensions of three immer- 
sion specimens parallel to direc- 
tion of compression, oven-dry. 

Moisture Absorption of Compressed 
Wood Products 

Direction of Grain or Fibers 

58. The grain direction of the face plies 
or laminations shall be perpendicular to 
the length of the specimen. 

Test Specimen 

59. The test specimen shall be 1 in. in 
width parallel to the grain direction of 
the face plies, 3 in. in length perpendicu- 
lar to the grain direction of the face plies, 
and for material less than f in. in thick- 
ness the specimen thickness shall be equal 
to that of the material When the mate- 
rial thickness is greater than | in., the 
specimen shall be f in, in thickness and 
shall be secured from the center of the 
sample. 

Preparation of Specimen 

60. Care shall be taken in preparing 
the test specimens to obtain cut surfaces 
that are not overheated, charred, or bur- 
nished. All cut surfaces shall be finished 
with No. 000 emery paper. All original 


AND Wood-Base 
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surfaces on the specimen shall be re- 
moved with No. 000 emery paper prior 
to test. 

Procedure 

61. The test specimens shall be dried 
for 24 hr. at 50 ± 3 C. After drying, the 
specimens shall be cooled in a desiccator 
over calcium chloride, weighed, and com- 
pletely immersed for 24 hr. in water 
maintained at a temperature of 25 ± 2 C. 
The specimens shall then be removed. 



Fro. 17. — Glue Block Shear Specimen. 
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Fig. 18.— Shearing Tool Showing Method of Loading for Glue Block Shear Test. 


one at a time, the surface moisture 
quickly absorbed by a dry cloth, and re- 
weighed. 

Calculation 

62. The percentage of moisture ab- 
sorption shall be calculated as follows: 


where: 

A = absorption, in per cent, 

Wf ^ final weight after immersion, and 
Wi = initial weight after drying. 


Glue Block .Shear Test , ■ ■ 

Direction of Grain or Fibers 

63. The grain direction of the indi- 
vidual laminations shall be parallel to 
the direction of loading. 

Test Specimen 

64. The test specimen shall be 2 in. in 
width and 2 in. in height. The specimen 
shall consist of two laminations of equal 
thickness and the thickness, t, of each 
lamination shall be f in. Each lamina- 
tion shall be 1| in. in height, with an 
overlap between the two laminations_^of 
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1| in. Details of the specimen design 
are shown in Tig. 17 . ' , ' 

Preparation of Specimeii 

65. Care shall be taken in preparing 
the test specimens to make the loaded 
surfaces smooth and parallel to each 
other and perpendicular to the height. 
Care shall also be exercised in reducing 
the lengths of the laminations to If in. to 
insure that the saw cuts extend to, but 
not beyond, the glue line. The width 
and height of the specimen at the glue 
line shall be measured to the nearest 
0.010 in.^ to determine the shear area. 

Loading Procedure ' 

66. The load shall be applied through a 
self -aligning seat to insure uniform lateral 
distribution of the load. The load shall 
be applied with a continuous motion of 
the movable head to maximum load at a 
rate of 0.015 in. per min. within a per- 
missible variation of plus or minus 25 
per cent. The method of loading shown 
in Fig. 18 has been found satisfactory. 

Report 

67. The shear stress at failure, based 
on the overlap area between the two 
laminations, and the percentage of wood 
failure shall be reported for each 
specimen. 

Plywood Glue Shear Test 
Direction of Grain or Fibers 

68. The direction of grain in each face 
ply shall be parallel to the length of the 
specimen and the grain direction of the 
core shall be perpendicular to the length 
of the specimen. 

Test Specimen 

69. The test specimen shall be nomi- 
nally 1 in. in width, Sf in. in length, and 
of a thickness equal to that of the three- 
ply plywood selected. When the ply- 


wood consists of more than three plies, 
it shall be stripped of all except any three 
selected plies prior to test. The length 
of shear area shall be 1 in., when the face 
ply thickness is greater than ^ in., and 
shall be | in. when the face plies are inx in. 
or less in thickness as shown in Pig. 19, 
specimens A and respectively. 



Fig. 19— Test Specimens and JavYS for Gripping 
Specimen for Plywood Glue Shear Test. 

Preparation of Specimen 

70. The test specimens shall be cut to 
proper size before the notches are cut. 
The notches shall be cut to proper width, 
depth, and location, using a hollow 
ground grooving saw or any other 
method that will give equally satisfactory 
results. The width of the specimen and 
the distance between notches shall be 
measured to the nearest 0.010 in. to 
determine the shear area. 

Condition of Specimen 

71. The specimens may be tested dry, 
in which case they shall have a moisture 
content of from 8 to 12 per cent at the 
time of test, or they may be tested after 
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a soaking or boil test, depending on the 
type of information desired, 

loading Procedtire ■ 

72. The ends of the specimen shall be 
firmly gripped during test and the load 
shall be applied at a rate of 600 to 1000 
lb. per min. until failure. The jaws for 
gripping the specimen, and the complete 


■ ■ ■ ' , Moisture Content and 
, Specific Gravity 

Procedure 

74. The test specimen shall be accu*- 
rately weighed and measured at the test 
(Note 1). After the test a sample which 
is to be, used to determine the moisture 
content, shall be cut from the Ixidy of the 



Fig. 20 —Apparatus for Plywood Glue Shear Test, 


apparatus, shown in Figs. 19 and 20, have 
been found satisfactory. 

Report 

73. The load at failure and the per- 
centage of wood failure shall be reported 
for each specimen. All strengths shall 
be expressed in pounds per square inch 
of shear area. To obtain comparable 
strengths for the two types of specimen, 
the loads obtained for specimens of | sq. 
in. shear area shall be reduced by 10 
per cent. 


specimen (Note 2) near the point of fail- 
ure. This moisture sample shall be 
weighed immediately and dried in an 
oven at 100 C. until approximately con- 
stant weight is attained. After drying, 
the sample shall be weighed immediately. 
The weights of the test specimens and of 
the moisture samples shall be deter- 
mined to an accuracy of not less than 0.2 
percent. 

Note 1. ^Veneer, plywood, and laminated 
materials may splinter somewhat in certain 
tests, so that the original specimen may not be 
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intact at the end of a test. In such instances, 

the specimens should obviously be weighed 
before test. 

Note 2.~For specimens of thin material or 
of small size, it may be desirable to use the entire 
specimen as a moisture sample. In specimens 
where the original weight cannot be obtained 
(for example, the panel shear specimen) the 
sample must be treated as a new specimen and 
shall be measured as well as weighed prior to 
drying. 

Calculations 

75. {a) Moisture Content . — The mois- 
ture content (Note 1) shall be calculated 
as follows: 

W - i? 

M == — — X 100 
F 

where: 

M == moisture content, in per cent, 

W = initial weight, and 
F = final weight. 

(b) Specific Gravity.— The specific 
gravity (Notes 1 and 2) shall be calculated 
as follows: 

Specific gravity “ 

X 0.061 


where: 

W == original weight of the specimen, in 
grams, 

m = moisture content of specimen at 
time of test, in per cent, 

L = length of specimen, in inches, 
w = width of specimen, in inches, and 
t = thickness of specimen, in inches. 

Note 1 . — The moisture content and specific 
gravity as determined above are the average 
values for the entire specimen. In plywood 
made up of thin veneers, the glue may constitute 
a significant part of the total w'eight and as a 
result the calculated specific gravities and 
moisture contents may vary substantially from 
the true values for the veneers. In some 
instances it may be desirable to take this into 
account. 

Note 2. — The specific gravity so obtained is 
based on the volume at test and weight when 
oven-dry. If desired, the specific gravity may 
be obtained on an oven-dry weight and volume 
basis, using the procedure described in the 
Standard Methods of Testing Small Clear 
Specimens of Timber (A.S.T.M. Designation: 
D 143).'^ In each instance, the basis of the 
specific gravity value with respect to volume and 
moisture condition shall be stated. 

4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.xM. Designations at front of book. 


Tentative Specifications for 
TITANIUM DIOXIDE PIGMENTS' 



A.S.T.M. Designation: D 476 - 46 T 

Issued, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St, Philadelphia 3, Pa. 

Scope tase or rutile titanium dioxide with or 

1. These specifications cover titanium without admixtures of hisoluble oxides of 
dioxide pigments, as follows: antimony, zinc, aluminum, oi othei 

Titanmm Dioxide, unextended. treating agents, but without other ad- 

Titanium-Barium Pigment, mixtures except those of reagent ma- 

consisting of titanium dioxide and bar- Aerials introduced specifically to iinprove 
ium sulfate those properties for which the pigment 


Titanium- Calcium Pigment^ a pigment 
consisting of titanium dioxide and anhy- 
drous calcium sulfate. 

Titanium-Magnesium Pigment^ a pig- 
ment consisting of titanium dioxide and 
magnesium silicates with or without 
added micaceous silicates. 


Composition and Properties 

2. (a) Titanium dioxide pigments, un- 
extended, shall conform to the require- 
ments for composition prescribed in 
Table I. They shall be chemically 
precipitated pigments consisting of ana- 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee B-l on P.aint, Varnish, Lacquer, and 
Related Products. 

2 Accepted by the Society at annual meeting. Tune, 
1946. 

These specifications are in effect a tentative revision 
of and, when adopted, are intended to replace the Standard 
Specifications for Titanium Dioxide Pigments (A.S.T,M. 
Designation: D 476- 41), seep. 873. 


TABLE I. -REQUIREMENTS FOR COMPOSITION 
OF TITANIUM DIOXIDE lUOMENTS, 
UNEXTENDED. 



Class I 

Class n 


Anatase 

Titanium 

Di0.xide 

Type I , 

Type 11 


Rutile 

Titanium 

Dioxide 

Rutile 

Titanium 

Dioxide, 

Chalk 

Resistant 

Titanium dioxide, 
rain., per cent....... 

96 

96 

91 

Matter soluble in wa- 
ter, max., per cent. . 

Moiifiture and other 
volatile matter, m ax. , 
per cent 

l.S 

1.5';. 

1.5 

o.s 

Q.S 

0.5 

Specific gravity.. . . . . . 

3.85 to 3.95 

4.1 to 4.3 

4,1 to 4: 


is used. The unextended titanium diox- 
ide pigments shall be free of extenders 
such as barium sulfate, calcium sulfate, 
clay, magnesium silicate, whiting, etc. 

(5) Titanium-barium pigment, ti- 
tamum-calcium pigment, and titanium- 
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magnesium pigment shall conform to the 
requirements for composition prescribed 
in Table II. , 


TABLE II .-REQUIREMENTS FOR COMPOSITION 
OF EXTENDED TITANIUM DIOXIDE 
PIGMENTS. 



1 Titanium 
Barium 
Pigment 

Titanium 

Calcium 

Pigment 

Titanium 

Mag- 

nesium 

Pigment 

Titanium dioxide, min., 
per cent 

28 

28 

28 

Aluminum oxide, max., 
per cent 



7.5 

Matter soluble in water, 
max., per cent 

1.5 



Moisture and other vola- 
tile matter, max,, per 
cent — 

0.5 

i 

0.5 

1.0 

Barium sulfate, min 

98 per cent 
of re- 
mainder 



Anhydrous calcium sul- 
fate, mm 

98 per cent 


Magnesium and alumi- 
num silicates, min 

i 

1 

of re- 
mainder 

98 per cent 

Coarse particles (total 
residue retained on a 
No. 325 (44-micron) 
sieve) , max., per cent. 

1.0 

1.0 

of re- 
mainder 

2.0 


(c) In sucli pliysical properties as are 
specified by the purchaser, the pigment 
shall satisfactorily match a reference 


sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other unit 
of production in a shipment. When no 
markings distinguishing between units of 
production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 

Methods of Testing 

4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where applicable. Test procedures 
not covered by A.S.T.M. methods shall 
be mutually agreed upon by the pur- 
chaser and the seller. 



Tentative Specifications fior 
PUMICE PIGMENT' 



A.S.T.M. Designation: D 867 -46 T 
Issued, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Fhiladelidiia 3, Fa. 


Scope 

1. These specifications cover vesicular 
pumice suitable for use in the manu- 
facture of organic protective coatings. 

Composition and Properties 

2. (a) The pigment shall be definitely 
vesicular and shall conform to the 
following requirements: 

Loss on ignition, max., per cent ... 5.0 

Moisture and other volatile mat- 
ter, max., per cent. 1.0 

Sieve analysis see Table I 

(5) The color shall be equal to that 
of a reference sample mutually agreed 
upon by the purchaser and the seller. 

{c) When viewed under the microscope, 
or as photographic mounts, at a mag- 
nification of at least 100 diameters, the 
sample shall exhibit no more nonvesicular 
particles than a reference sample mu- 
tually agreed upon by the purchaser and 
the seller. 


(d) Pumice for use in, paints shall 
be equal in mechanical analysis to a 
reference sample mutually agreed upon 
by the purchaser and the seller. 

Number of Tests 

3. Two samples sliall be taken at 
random from different packages from 
each lot, batch, day^s pack, or otlicr 

TABLE I.-SIEVE ANALYSIS REQUIREMENTS. 


Sieve 


Piiissing 


Retained on 


Per 

cent 


Pumice Pigment for Traeeic Paint 



No. SO (297-mkTon)...,. 


0 

No. SO (297 -micron) 

No. 100 (149-micron) . . . 

70 


No. 100 (149-micron) 



'so 


■ Pumice Pigment tor Nonskid Deck Paint 


No. 40 

(420-micron) 

No. 40 , (420-micron) ... . . 
No. 60 (250-micron) , . . . i 

*20 

1 

60 

No. 60 

(250-micron) 

No. 80 '(177-micron) .... 

2S 

60 

No. 100 

(i49-micron) 


10 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, 
and Related Products. 

2 Accepted by the Society at annual meeting, June, 
1946. 


unit of production, in a shipment. . When 
. no markings, distinguishing between units ' 
..of production appear, samples^ .shall, be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 


im 


1541 


Specifications FOR Pumice Pigment (D $67 - 46 T) 


except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the 
samples may be tested separately or 
after blending in equal quantities the 
samples from the same production unit 
to form a composite sample. 


Methods of Testing 
4. Tests shall be conducted in accord- 
ance with the appropriate methods of 
the American Society for Testing Mate- 
rials, where applicable. Test procedures 
not covered by A.S.T.M. methods shall 
be mutually agreed upon by the pur- 
chaser and the seller. 



Tentative Specifications for 
BLACK SYNTHETIC IRON OXIDE‘ 



A.S.T.M. DesigEation: D 769 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


1. These specifications cover the pig- 
ment commercially known as black syn- 
thetic iron oxide. 

Composition and Properties 

2. {a) The pigment shall be a manu- 
factured ferro-ferric oxide obtained by 
chemical reaction. It shall be a soft dry 
finely disintegrated pigment, free of 
admixtures of other substances and shall 
conform to the following requirements: 

Total'ferrous and ferric oxide, min., 

percent 96.0 

Ferrous oxide (FeO), min., per cent 20.0 

Water soluble material, max., per 

cent 0.5 

Moisture and other volatile matter, 

max., percent 1.0 

Coarse particles (total residue re- 
tained on a No. 325 (44-micron) 

sieve), max., per cent 0.5 

Hydrogen ion concentration (pH 
value) 6.5 to 8.5 

{h) The mass color and character of 
tint formed by mixture with a white pig- 
ment shall be the same as, and the 
strength not less than, that of a reference 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, 
and Related Products. 

s Accepted by the Society at annual meeting. Tune, 
1944 . * 


sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day^s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units of 
production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the sam- 
ples may be tested separately or after 
blending in equal quantities the samples 
from the same production unit to form a 
composite sample. 

Methods of Testing 

4. (a) 'Tests shall be con- 

ducted in accordance with the appropri- 
ate methods of the American Society for 
Testing Materials, where applicable. 
Test procedures not covered by^ A.S.T.M. 
methods shall be mutually agreed upon 
by the purchaser and the seller. 

(6) Hydrogen Ion Concentration TesL 
—Hydrogen ion concentration shall be 


Specifications for Black Synthetic ^ Iron Oxide (D 769~44 T) 1543 


determined in accordance with either of 
the following methods: 

(lyElecirometnc Method {Preferred Pro- 
cedure\~^€i^ 30 g. of the pigment into 
a 150-mL beaker and add 50 g. of warm 
distilled water, freshly boiled to remove 
carbon dioxide. Mix well by means of a 
glass rod, cool to 25 C., and determine the 
pH of the paste or slurry by the standard 
glass electrode method. 

(^) Colorimetric Method {Alternate 
Procedure) for Use in Cases Where Glass 
Electrode is not Amilahle.~Wd^ 10 g. 
of pigment into a 250-mL glass-stoppered 
Erlenme 3 '^er flask (Note 1) and add 150 
g. of warm distilled water, freshly boiled 


to remove carbon dioxide. Stopper the 
flask and shake vigorously for about 1 
min. Cool to 25 C. Let stand 1 hr, 
(Note 2). Decant and promptly deter- 
mine the pH of the aqueous portion of 
the mixture by means of a suitable indi- 
cator, using the block comparator or 
similar colorimetric method (Note 3). 

Note 1. — Use of a glass stopper in the flask 
is necessary as rubber or cork would affect the 
pH. 

Note 2. — ^Standing is necessary to allow for 
settling of pigment. 

Note 3 . — Block comparator or other colored 
solution compensating device should be used as 
the extract will have a slight color. 



Tentative Specifications for 
RED AND BROWN IRON OXIDE PIGMENTS' 



' A.S.T*M. Designation: D84"-46T / 

IssxEED, 1943; Revised, 1946.® 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the. Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. {a) These specifications cover three 
classes of iron oxide pigments, as follows: 

Cte.? /.—Iron oxides commercially 
pure (including Indian red). 

Class //."—Iron oxides containing 
from 70 to 97 per cent Fe 203 . 

Class /If.— Iron oxides containing 
from 40 to 70 per cent Fe 203 . 

{1) Classes II and III include two 
types as follows: 

Tyfe ^.—Pigments designed to be 
used when a high sulfate content of 
the pigment will result in paints of 
inferior quality, ^nd 

Type ^.—Pigments designed to be 
used when a restriction on the sulfate 
content is unnecessary . 

(c) Venetian red and earth colors 
such as siennas and umbers are not 
covered by these specifi cations. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-i on Paint, Varnish, Eacquer, 
and Related Products. 

2 Revision accepted by the Society at annual meeting, 
June, 1946. 

Prior to their present publication as .tentative, these 
specifications were published as tentative from 1921 to 
1927, being revised in 1924, 1925, and 1927. They were 
adopted in 1927, published as standard from 1927 to 1943, 
being revised in 1940 and 1941, but withdrawn, revised* 
and republished as tentative in 1943. 


Composition and Properties, , 

2. {d) Vfy Plgmmts--Y\\<t. pigments 
shall conform to the recfiuremcnls for 
composition as prescribed In Table I. 


TABLE i.-'REQUlREMKN'rs FOR IRON OXIDE 
PIGMENTS. 



Class 

Class H 

Class HI 


i 

lype 

A 

Type 

I B 

;rype 

A 

T|po 

Total iron oxide, calculated 
as FeaOs, min., per cent . . 

m ■ 

70 

70 

40 

TO 

Moisture and other volatile 
; matter, max,, per cent .... 

1 . 0 ' 

2.0 

2.0 

2.0 

2.0 

Sulfur calculated as SO 3 , 

’ max,, per cent, 

2.0 

.5.0,' 


5.0 


Matter soluble in water, i 

max., per cent 

Organic coloring matter. .... 

1.0 

2.0 

2.0 

2.0 

2.0 

none 

none 

none 

none 

none 

Coarse particles (total resi- 
due retained on a No. 325 
(44«micron) sieve)., max., 
per cent. ... . ............. 

1.0 

2.0 

2.0 

2.0 j 

2.0 


% . Fasle 2 k,.Oi/-~~The paste in oil shall 
be made by thoroughly grinding the 
specified pigment with linseed oil (with .or 
without a . small amount of volatile 
thinner) together with (where necessary), 
small amounts of wetting and dispersing 
agents to a semi-paste or fluid type 
...consistency. As received, it shall not be 
caked in the container and shall break up 
readily in oil to form a smooth paint of 
brushing consistency. It shall mix 
1544' 
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readily in all proportions, without 
curdling, with linseed oil, turpentine, or 
volatile petroleum spirits, or any mixture 
of these substances. The paste shall 
conform to the following requirements: 


Nonvolatile matter in the vehicle, min., per 

cent of vehicle 

Moisture by distillation, max., per cent. 
Coarse particles and skins (total residue re- 
tained on a No. 325 (44~micron) sieve), 
max., per cent of the dry pigment. .... 


80 

2.0 

2.0 


In addition, the paste in oil prepared 
from class I pigment shall conform to the 
following requirements : 


Pigment, min., per cent . .... . . 60 

Consistency by the Stormer viscosimeter: 

At shearing rate of 100 revolutions per 

30 sec., min,, g. . . . 700« 

At shearing rate of 100 revolutions per 
35 sec., max., g 1200^ 


" Equivalent to a rating of 125 Krebs’ Units, 
“ Equivalent to a rating of 145 Krebs’ Units. 


(c) Inasmuch as iron oxide pigments 
are available in a range of colors, the 
mass color and, if desired by the pur- 
chaser, the character of the tint formed 
by mixture with a white pigment shall 
be the same as, and the strength not 
less than, that of a reference sample 
mutually agreed upon by the seller and 
the purchaser. 

Number of Tests 

3. Two samples shall be taken at 
random from different packages from 
each lot, batch, day’s pack, or other 


unit of production in a shipment. 
When no markings distinguishing be- 
tween units of production appear, sam- 
ples shall be taken from different pack- 
ages in the ratio of two samples for each 
10,000 lb., except that for shipments 
of less than 10,000 lb. two samples shall 
be taken. At the option of the piir- 
chaser, the samples may be tested sepa- 
rately or after blending in equal 
quantities the samples from the same 
production unit to form a composite 
sample. 

Methods of Testing 

A. {a) General . — Tests shall be con- 
ducted in accordance with the appropri- 
ate methods of the American Society for 
Testing Materials, where applicable. 
Test procedures not covered by A.S.T.M. 
methods shall be mutually agreed upon 
by the seller and the purchaser. 

(&) MoisHire . — Moisture by distilla- 
tion shall be determined in accordance 
with the Standard Method of Test for 
Water in Petroleum Products and Other 
Bituminous Materials (A.S.T.M. Desig- 
nation: D 95).'^ 

{c) Consislency. — Consistency, shall be 
determined in accordance with the 
Standard Method of Test for Consistency 
of Exterior House Paints and Enamel- 
Type Paints (A.S.T.M. Designation: 
D 562).3 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



Tentative Specifications for 


RAW UMBERI 



, Designation : D 763 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
iBLttee and accepted by the Society in accordance with estaldished proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


■'Scope', 

1. These specifications cover the pig- 
ment commercially known as raw -arnber. 

Composition and Properties 

2. {a) The pigment shall be in a soft, 
dry form and shall be a hydrated oxide of 
iron (together with such manganese that 
is naturally associated with it) permeat- 
ing a siliceous base and shall be free of 
admixtures of other substances except 
carbon pigments. The pigment shall 
conform to the following requirements:® 

Iron oxide (FeaOa), min., per cent. ...... 37.0 

Calcium compounds (as GaO), max,, 
per cent. ................. ...... . . . 5,0 

Moisture and other volatile matter, max., 

per cent, 5.0 

Coarse particles (total residue retained 
on a No. 325 (44-micron) sieve), max,, 

percent 2.0 

Organic colors, max., per cent none 

® Genume manganese umbers not being commerdaUy 
obtainable at the time of issuing these specifications, a re- 
quirement for minimum manganese oxide is omitted, pend- 
ing return to normal conditions. 

(J) The mass color and character of 
tint formed by mixture with a white 

i Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee B-l on Paint, Varnish, Lacquer, and 
Related Products. 

* Accepted by the Society at annual meeting, June, 
, 1944 . 


pigment shall l)e the same as, and the 
strength not less than, that of a reference 
sample mutually agreed up<>n by the 
purchaser and the seller. 

' Number of'Test^' 

3.' Two samples shall be taken at ran- 
dom from different packages from each, 
lot, batch, clay^s pack, or other unit of 
production in a shipment. Wlien,,no 
markings distinguishing between 'Units of , 
production appear, samples shall - be 
taken from different packages in, the 
ratio of two samples for each 10,0'00 lb., , 
except, that for shipments of less than 
10,000' lb, two samples shall be, taken. 
At the option of the purchaser, the sam- ' 
pies ' 'may be tested separately or after 
blending in equal quantities the samples 
from the same production unit to form 
^ a composite ,sample..' ; ■; ■ 

Methods of Testing 

4 Tests shall be . conducted in accord- 
ance .with .the : appropriate method , of 
the American Society for Testing Mate- 
rials, where applicable. Tests proce- 
dures not covered by A.S.T.M. methods 
shall be mutually agreed upon by the 
purchaser and the seller. 
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Tentative Specifications for 
BURNT UMBERi 



A,S.T.M, Designation: D 764 - 44 T 
Issued, 1944.® 

These Tentative Specifications Have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover the pig- 
ment commercially known as burnt 
umber. 


ment shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 


Composition and Properties 

2. ifl) The pigment shall be produced 
by the calcination of raw umber and shall 
be free of admixtures of other substances 
except carbon pigments. The pigment 
shall conform to the following require- 
ments:® 


Iron oxide (FeaOg), min., percent 42.0 

Calcium compounds (as CaO), max., 

percent 5.0 

Moisture and other volatile matter,^ 

max., per cent. 5.0 

Coarse particles (total residue retained 
on a No. 325 (44-micron) sieve), max., 

percent 2.0 

Organic colors, max., per cent none 


® Genuine manganese umbers not being commercially 
obtainable at the time of issuing these specifications, a re- 
quirement for minimum manganese oxide is omitted, pend- 
ingjeturn to normal conditions. 

® Moisture and otlier volatile matter shall be loss at 

lose. 

Ignition loss shall be the additional loss at tempera- 
tures' above 105 C. ■ 

(^) The mass color and character of 
tint formed by mixture with a white pig- 

1 Under the standardiisation procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

* Accepted by the Society at annual meeting, June, 
1944 , 


Nfumber of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units of 
production appear, samples shall be 
taken from different packages in the ratio 
of two samples for each 10,000 lb., except 
that for shipments of less than 10,000 
lb. two samples shall be taken. At the 
option of the purchaser, the samples may 
be tested separately or after blending in 
equal quantities the samples from the 
same production unit to form a com- 
posite sample. 

Methods of Testing 

4. Tests shall be conducted in ac- 
cordance with the appropriate methods 
of the American Society for Testing Ma- 
terials, where applicable. Test proce- 
dures not covered by A.S.T.M. methods 
shall be mutually agreed upon by the 
purchaser and the seller. 
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Tentative Specifications for 
RAW SIENNAi 



A.S.T.M. Designation: D 765 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring c{)m- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover the pig- 
ment coimnercially known as raw sienna. 

Composition and Properties 

2. {a) The pigment shall be in a soft, 
dry form and shall be a hydrated oxide- of 
iron permeating a siliceous base and shall 
conform to the following requirements: 

Iron oxide (Fe203), min., per cent 38.0 

Calcium compounds (as CaO), max., 

percent 5.0 

Moisture and other volatile matter, max., 

per cent 4.0 

Coarse particles (total residue retained 
on a No. 325 (44-micron) sieve), max., 

percent 2.0 

Organic colors, max., per cent none 

(J) The mass color and character of 
tint formed by mixture with a white pig- 
ment shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the A.S. 
T.M. Committee I)*l on Paint, Varnish, Lacquer, and 
Related Products. 

* Accepted by the Society at annual meeting, June, 
1944 . 


Number of Tests 

; 3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units of 
production appear, samples shall be 
taken from different packages in the ratio 
of two samples for each 10,000 lb., ex- 
cept that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the sam- 
ples may be tested separately or after 
blending in equal quantities the samples 
from the same production unit to form a 
composite sample. 

Methods of Testing 

4. Tests shall be conducted in ac- 
cordance with the appropriate methods 
of the American. Society for Testing Ma- . 
terials, where applicable. Test proce- 
dures not covered by A.S.T.M, methods 
shall be mutually agreed upon by the 
purchaser and the seller. 
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Tentative Specifications for 
BURNT SIENNA^ 



A.S,T.M, Designation: D 766 - 44 T 
Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1, These specifications cover the pig- 
ment commercially known as burnt 

sienna. 

Composition and Properties 

2. (f) The pigment shall be produced 
by the calcination of raw sienna and shall 
conform to the following requirements: 

Iron oxide (FegOa) , min. , per cent 40.0 

Calcium compounds (as CaO), max., per 

cent 5.0 

Moisture and other volatile matter, max., 

percent. ' 4.0 

Coarse particles (total residue retained on 
a No. 325 (44-micron) sieve), max., per 

. cent, 2.0 

Organic colors, max., per cent none 

(J) The mass color and character of 
tint formed by mixture with a white pig- 
ment shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 

purchaser and the seller. 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-l on Faint, Varnish, Lacquer, and 
Related Products. 

^Accepted bv the Society at annual meeting, June, 
1944. 


Number of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day^s pack, or other unit of 
production in a shipment. Wlien no 
markings distinguishing between units of 
production appear, samples shall be 
taken from different packages in the ratio 
of two samples for each 10,000 lb., except 
that for shipments of less than 10,000 lb. 
two samples shall be taken. At the op- 
tion of the purchaser, the samples may 
be tested separately or after blending in 
equal quantities the samples from the 
same production unit to form a com- 
posite sample. 

Methods of Testing 

4. Tests shall be conducted in ac- 
cordance with the appropriate methods 
of the American Society for Testing 
Materials, where applicable. Test pro- 
cedures not covered by A.S.T.M. meth- 
ods shall be mutually agreed upon by the 
purchaser and the seller. 


1549 



Tentative Specifications for 

VENETIAN RED^ 



A.S.T.M. Designation: D 767 - 44 T 

Issued, 1944.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover the pig- 
ment commercially known as Venetian 
red. 

Composition and Properties 

2. {a) The pigment shall be in a soft, 
dry form and shall consist of iron oxide 
(Fe 203 ) on a base consisting essentially 
of calcium sulfate and shall consist of 
three main types I, II, and III, which 
shall conform to the following require- 
ments: 



Type I 

Type II 


Ferric oxide, min., per cent. . 
Moisture and other volatile 

40.0 

30.0 

20.0 

matter, max., per cent. . . . 
Coarse particles (total resi- 
due retained on a No. 325 
(44-micron) sieye), max,, 

4.0 

4.0 

4.0 

per cent — 

Loss on ignition," max., per 

2,0 

2.0 

2.0 

cent — 

Calcium carbonate (CaCOj), 

1.0 i 

1.0 

1.0 

max., per cent 

Hydrogen ion concentra- 

0.1 

0.1 

0.1 

tion (pH value)..,. 

S.Omax. 

6.0 min. 



pigment shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller, 

Number of Tests 

3. Two samples shall be taken at ran- 
dom from different packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units of 
production appear, samples shall be 
taken from different packages in the 
ratio of two samples for each 10,000 lb., 
except that for shipments of less than 
10,000 lb. two samples shall be taken. 
At the option of the purchaser, the sam- 
ples may be tested separately or after 
blending in equal quantities the samples 
from the same production unit to form a 
composite sample. 


"Loss on ignition shall be calculated on the dry 
material. 

{h) The mass color and character of 
tint formed by mixture with a white 

* Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, 
and Related Products, 

•Accepted by the Society at annual meeting, June, 
1944. 


Methods of Testing 
4, (u) GmeraL— Tests shall be 


con- 


ducted in accordance with the appropri- 
ate methods of the American Society for 
Testing Materials, where applicable. 
Test procedures not covered by A.S.T.M. 
methods shall be mutually agreed upon 
by the purchaser and the seller. 
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{b) Hydrogen Ion Concentration Test. 
—Hydrogen ion concentration shall be 
determined in accordance with either of 
the following methods: 

(i) Electrometric Method {Preferred 
Procedure).— Weigh, m g. of the pigment 
into a ISO-ml beaker and add 50 g, of 
warm distilled water, freshly boiled to 
remove carbon dioxide. Mix well by 
means of a glass rod, cool to 25 C., and 
determine the pH of the paste or slurry 
by the standard glass electrode method. 

{2) Colorimetric Method {Alternate 
Procedure) for Use in Cases Where Glass 
Electrode is not Available. — Weigh 10 g. 
of pigment into a 2S0-ml. glass-stoppered 


Erlenmeyer &sk (Note 1) and add 150 g. 
of warm distilled water, freshly boiled to 
remove carbon dioxide. Stopper the 
flask and shake vigorously for about 1 
min. Cool to 25 G. Let stand 1 hr. 
(Note 2). Decant and promptly deter- 
mine the pH of the aqueous portion of 
the mixture by means of a suitable indi- 
cator, using the block comparator or 
similar colorimetric method (Note 3). 

. Note 1. — Use of a glass stopper in the flask 
IS necessary as rubber or cork would affect the 
pH. 

Note 2. — Standing is necessary to allow for 
setthng of pigment. 

Note 3. — Block comparator or other colored 
solution compensating device should be used as 
the extract will have a slight color. 



Tentative Specifications for 
YELLOW IRON OXIDE, HYDRATED^ 



A.S.T.M. Designation: D 768 - 46 T 

Issued, 1944; Revised, 1946.2 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established pi-oce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These specifications cover the pig- 
ment commercially known as yellow iron 
oxide, hydrated. 

Composition and Properties 

2. { q ) The pigment shall be a manu- 
factured yellow iron oxide obtained by 
chemical reaction. It shall be a soft, 
finely disintegrated pigment, free of ad- 
mixtures of other substances and shall 
conform to the following requirements : 

Total hydrated oxide of iron, min., 

per cent, 

Total oxide of iron,** min., per cent . . 

Loss on ignition,® max., per cent. . 

Moisture and other volatile matter, 

max., per cent 

Water soluble material, max., per 

cent. . . . ... 

Coarse particles (total residue re- 
tained on a No. 325 (44-micron) 

sieve), max., per cent. .... 

Hydrogen ion concentration (pH 
value) 


97 

86 

13,0 

1.0 

1.0 


0.5 


5.5to7.5 


® Total hj'clra ted oxide of iron shall be the sum of iron 
oxide and loss on ignition. Loss on ignition shall be cal- 
culated on .the dry material. 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M, Committee D-1 on Paint, Varnish. Lacquer, and 
Related Products. 

2 Revision accepted by the Society at annual meet- 
ing, June, 1946. 


(6) Paste in Oil- Tlie [iiiste in oil shall 

be made by thoroughly grinding the 
specified pigment with linseed oil (with 
or without a small amount of volatile 
thinner) together wiili (where necessary) 
small amounts of wetting or dispersing 
agents to a semiqiastc or fluid type 
consistency. As received, it shall not be 
caked in the container and shall break up 
readily oil to form a smooth paint of 
brushing consistency. It shall mix 
readily in all proportions, without 
curdling, with linseed oil, turpentine, or 
volatile petroleum spirits, or any mixture 
of : these substances. The paste shall 
■'conform to the following requirements: 

Pigment, min., per cent .......... . . . . 55 

Nonvolatile matter in the vehicle, min., 
per cent of vehicle 80 
Moisture by distillation, max., per cent . 2 .0 

Coarse particles and skins (total residue 
retained, on a No, ' 325 (44-micron) 
sieve), max., per cent of the dry 

pigment 1.0 

Consistency by the Stormer viscosimeter: 

At shearing rate of 100 revolutions 

per 30 sec., min., g 700“’ 

At shearing rate of 100 revolutions per 
35 sec,, max., g 1200^' 

® Equivalent to a rating of 12S Ivrebs’ Units. 

" Elquivalent to a rating of 145 Krebs’ Units. 

{c) The mass color and character of 
tint formed by mixture with a white pig- 
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meiit shall be the same as, and the 
strength not less than, that of a reference 
sample mutually agreed upon by the 
purchaser and the seller. 

Number of Tests 

3. Two samples shall be taken at ran- 
dom from dijfferent packages from each 
lot, batch, day’s pack, or other unit of 
production in a shipment. When no 
markings distinguishing between units 
of production appear, samples shall be 
taken from different packages in the ratio 
of two samples for each 10,000 lb,, except 
that for shipments of less than 10,000 lb. 
two samples shall be taken. At the op- 
tion of the purchaser, the samples may be 
tested separately or after blending in 
equal quantities the samples from the 
same production unit to form a com- 
posite sample. 

Methods of Testing 

4. (a) General — Tests shall be con- 
ducted in accordance with the appropri- 
ate methods of the American Society for 
Testing Materials, where applicable. 
Test procedures not covered by A.S.T.M. 
methods shall be mutually agreed upon 
by the purchaser and the seller. 

(b) Hydrogen Ion Concentration . — 
Hydrogen ion concentration shall be 
determined in accordance with either of 
the following methods: 

(i) Electrometric Method ( Preferred 
Procedure),— 30 g. of the pigment 
into a IS, 0-ml beaker and add 50 g. of 
warm distilled water, freshly boiled to 
remove carbon dioxide. Mix well by 


means of a glass rod, cool to 25 C., and 
determine the pH of the paste or slurry 
by the standard glass electrode method. 

{2) Colorimetric M ethod {Alternate 
Procedure) for Use in Cases Where Glass 
Electrode is not Available, — Weigh 10 g. 
of pigment into a 2 50-mL glass-stoppered 
Erlenmeyer flask (Note 1) and add 150 g, 
of warm distilled water, freshly boiled to 
remove carbon dioxide. Stopper the 
flask and shake vigorously for about 1 
min. Cool to 25 C. Let stand 1 hr. 
(Note 2), Decant and promptly deter- 
mine the pH of the aqueous portion of 
the mixture by means of a suitable in- 
dicator, using the block comparator or 
similar colorimetric method (Note 3). 

Note 1.— -Use of a glass stopper in the flask 
is necessary as rubber or cork would affect the 

pH. 

Note 2. — Standing is necessary to allow for 
settling of pigment. 

Note 3. — Block comparator or other colored 
solution compensating device should be used as 
the extract will have a slight color. 

(c) Moisture, — Moisture by distilla- 
tion shall be determined in accordance 
with the Standard Method of Test for 
Water in Petroleum Products and Other 
Bituminous Materials (A.S.T.M. Desig- 
nation: D 95).^ 

{d) Consistency. — Consistency shall be 
determined in accordance with the 
Standard Method of Test for Consistency 
of Exterior House Paints and Enamel- 
Type Paints (A.S.T.M. Designation: 
DS62).^ 


3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 



'Tentative Methods of 

CHEMICAL ANALYSIS OF ZINC YELLOW PIGMENT (ZINC 
CHROMATE YELLOW)^ 



A.S.T.M. Designation; D 444 ~ 46 T 

Issued, 1946.® 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa, 


Scope 

1. These methods cover procedures for 
the chemical analysis of the pigment 
known commercially as ‘^zinc yellow/’ 
or ‘^zinc chromate yellow” (Notes 1, 2, 
and 3). 

Note 1. — According to the work of Denslow, 
it appears probable that zinc yellow is a definite 
salt, the “oxide formula’* of which would be 
E:sO-4ZnO-4Cr03*3H20. 

Note 2. — For ordinary routine work, the fol- 
owing determinations should be sufficient: 
combined water, chromium (CrOs), zinc (ZnO), 
total alkali metals (KaO), and sulfates (SO*). 
These should give a summation close to 100 per 
cent. 

Note 3. — In commercial zinc yellow pig- 
ments, using the procedures described in these 
methods, the percentage of zinc calculated as 
ZnO generally varies between 37 and 40. 
The chromium as CrOa generally varies between 
41 and 43 per cent. The sulfates as SO® 


* Under tkc standardization procedure of the Society, 
these methods arc under the jurisdiction of the A.S.T,M. 
Committee D-l on Paint, Varnish, Lacquer, and Related 
Products. 

2 Accepted by the Society at annualmeeting, June, 194<S. 

Prior to their present publication as tentative, these 
methods were published as tentative from 1937 to 1939, 
being revised in 1938 and 1939. They were adopted in 1939 
and published as standard from 1939 to 1946, when they 
were revised and republished as tentative. 


generally vary between 1.4 and 3.3 per cent. 
The combined water generally varies between 
6 and 7 per cent. The alkali metals ex- 
pressed as KaO generally vary between 10 and 
12 per cent. 

Preparation of Sample 

2. The dry pigment, if lumpy or not 
finely ground, shall be ground to a fine 
powder for analysis. Large samples may 
be thoroughly mixed and a representative 
portion taken and powdered, if lumpy 
or not finely ground. The sample in 
all cases shall be thoroughly mixed before 
taking portions for analysis. Extracted 
pigments shall be ground to a fine 
powder, passed through a No. 80 (177- 
micron) sieve® to remove any skins, and 
thoroughly mixed. The weighed por- 
tions of extracted pigments should be 
moistened with a little alcohol before 
adding reagents for analysis- All sam- 
ples shall be preserved in stoppered 
bottles or containers. 


® Detailed requirements for this sieve are given in the 
Standard Specifications for Sieves for Testing Purposes 
(A.S.T.M. Designation: E 11), see p. 1237. 
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Moisture 

' ; 3. Weigh 6 g. of the sample in a tared 
moisture dish. Dry the sample over- 
night at 110 G. Cool, and weigh the 
sample. Calculate the percentage of 
moisture as follows: 

loss of wt. 

Moisture, per cent « X 100 . • 

wt. of sample 

Combined Water and Moisture 

4. Weigh 3 g. of the sample and trans- 
fer to a porcelain boat. Introduce the 
boat with the charge into a silica com- 
bustion tube of an electrically-heated 
combustion furnace (of the type used 
for the determination of carbon in steel 
by direct combustion).^ Place the boat 
at the center of the combustion tube 
maintained at a temperature of 1000 C. 
A current of pure dry air drawn through 
the tube sweeps the evolved moisture 
through a train of absorption tubes 
containing H2SO4 or dry CaCl 2 . The 
weight increase of the absorption tube 
represents the ^^combined water” (in- 
cluding moisture) . Report the results 
as combined water. 

Note 1. — Loss on ignition of the pigment 
does not sufhce for the determination of com- 
bined water in zinc chromates. 

Note 2.— -Traces of oil in the pigment should 
first be removed with ether. 

Solution of Sample for Chemical Analysis 

5. Dissolve 4 g. of the sample in 50 ml. 
of cold 6 N H2SO4 (160 ml. of H2SO4 (sp. 
gr. 1,84) per liter of solution). It should 
dissolve completely at this stage. Trans- 
fer the solution to a 500-ml. calibrated 
flask and dilute to 500 ml. The solution 
should be approximately 0.1 A'in terms 
of chromic acid. 

Chromium* 

6 . (a) Special Solution Required — 


< Refer to Blair, “Chemical Analysis of Iron,’’ Fig. 63, 
p. 138. 


Standard sodium thiosulfate (Na 2 S 203 ) 
solution (0.1 N). 

{h) Procedure — 2 i 2S-m\. ali- 
quot of the solution of the sample (Sec- 
tion 5) into a 500-ml. glass-stoppered 
Erlenmeyer iodimetric flask or other suit- 
able glass-stoppered bottle, containing 
200 ml. of diluted sulfuric acid (25 ml per 
liter). Add 2 g. of potassium iodide 
dissolved in 20 ml. of water, stopper, 
and allow the solution to stand for ap- 
proximately 5 min. Titrate the liber- 
ated iodine with sodium thiosulfate at 
room temperature until the reddish- 
brown iodine color becomes quite faint. 
Then add 5 ml. of freshly prepared starch 
solution and continue the titration until 
the final color change becomes pale 
green with no blue tinge. This final 
titration should be carried out by twirl- 
ing the flask at least three times after 
each addition of the sodium thiosulfate, 
being sure that there is no further color 
change, especially at the final stage of 
the titration. The green end point is 
definite and sharp. The percentage of 
chromic acid may be calculated from 
following values: 

1 ml of N sodium thiosulfate — 

0.03334 g. of CrOs. 

Report the amount calculated as 
percentage of CrOa. 

Zinc 

7. (a) Special Solution Required — 
Potassium ferrocyanide solution stand- 
ardized as follows: Dissolve 42.5 g. of 
K 4 Fe(CN )6 per liter of solution. Dis- 
solve 0.4 g. of pure zinc in 25 ml. of 
HCl (sp. gr. 1.18). After the zinc has 
completely dissolved, dilute to 300 ml 
Neutralize the solution with NH4OH, 
add 2g. of NH4CI and 3 ml of HCl 
(sp. gr. 1.18). Titrate the solution 
with K 4 Fe(CN )6 using uranyl acetate 
as an external indicator on a spot tile 
and ferrous ammonium sulfate as an 
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internal indicator. Calculate the 
strength of the KjFe(CN)6 solution in 
terms of grams of zinc as follows: 


1 ml. of K^FeCCNls ■ 


grams of zinc 
ml of 


(5) Procedtire.-^’NeB.Tly neutralize 100 
ml. of the solution of the sample (Sec- 
tion 5) with NH4OH, add methyl orange 
indicator and continue neutralization 
with weak NH4OH (1:10) until exactly 
neutral There should be no precipitate 
formed. The solution must be barely 
acid before beginning the precipitation 
and the acidity (due to liberated 
H2SO4) should not increase to more than 
0.1 iV. The precipitation of zinc sulfide 
ceases if the acidity increases to more 
than 550 mg. of H2SO4 per 100 ml of 
solution; below 0.1 iV acid concentra- 
tion, the precipitation is complete. 
Pass H 2 S through the solution at a rapid 
rate (at least eight bubbles per second) 
for at least 40 min., keeping the tempera- 
ture below 50 C. Filter the solution 
and wash the precipitate with water. 

Dissolve the ZnS precipitate in hot 
diluted HCi (1:3). Wash the filter 
paper well with hot water. Boil the 
H 2 S out of the ZnS solution, neutralize 
with NH4OH and adjust the volume to 
300 ml Add 2 g. of NH4CI, and 3 ml 
of HCI (sp. gr. 1.18), and heat to boiling. 
Titrate the hot solution with standard 
K 4 Fe(CN )6 solution using uranyi acetate 
as an external indicator on a spot plate, 
and 1 to 2 drops of ferrous ammonium 
sulfate as an internal indicator. The 
percentage of zinc in the specimen may 
be calculated from the following formula: 

Zn, per cent — 

ml. of K4Fe(CN)6 X grams of Zn per ml 

^ ^ ^ IQQ 

wt. of sample 

ZnO, per cent - percentage of Zn X 1.2447 

Report the amount calculated as 
percentage of ZnO . 


Total Alkali Metals 

8 . Dissolve 1 g. of the sample in 10' ml 
of -acetic acid (l':l)yadcl 25 ml of water,, 
and heat until ,completely.' dissolv,ed.'. 
Dilute to. approximately 250 ml and 
heat- the solution 'to boiling. . Add 20 
ml of lead acetate (10 per cent) and 
allow to settle. Filter off the precipitate, 
and wash well with hot water. Saturate 
the filtrate with H 2 S, observing the pre- 
cautions as outlined in the procedure for 
determining zinc (Section 7 ( 6 )); zinc 
and excess lead will be precipitated. (It 
is necessary to keep down the concen- 
tration of acetic acid to ensure complete 
removal of the zinc.) Filter, and wash 
the precipitate with cold water. Boil 
the filtrate to expel £[ 28 , theii add 3 ml 
of H 2 SO 4 (1:1)? and reduce to a small 
volume by boiling. Transfer the con- 
centrate to a weighed silica dish and 
evaporate to dryness on a hot plate. 
Heat to complete dryness over a bunsen 
burner. Add solid (NH 4 ) 2 C 03 to the 
residue and heat till volatilized. Re- 
peat the operation four times, cool, the 
dish, and weigh. Add a few crystals of 
(NH 4 ) 2 C 03 , and again heat the residue 
until volatilized. Cool, and weigh the 
dish, and repeat the operation until con- 
stant weight is obtained. 

The percentage of total alkali may be 
calculated as follows: 

Total sulfate (Na 2 S 04 and K 2 SO 4 ), per cent — 

wt. of alkaline sulfates ^ 



wt. of sample ' 

Total alkali (R20), per cent — 

percentage of K 2 SO 4 X 0.541 

Report the amount calculated as per- 
centage of K 2 O. 

Note. — The above determination would in- 
clude both potassium and sodium if present. 
Flame test for sodium should be made at this 
point, and if present the procedure for sodium 
should be followed (see Section 11 (a) and (6)). 
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Stiifates 

9, Dissolve 1 g. of the sample in 15 ml. 
of HCl (sp. gr. 1,18). Heat the solution 
to boiling and add S ml. of alcohol by 
drops to insure the reduction of chro- 
mium. Reduce the solution to a small 
volume by boiling. Dilute the concen- 
trate to 300 ml with water and neutral- 
ize with NasCOs adding 3.5 g. in excess. 
Heat the solution to boiling and boil to 
ensure the conversion of the insoluble 
sulfates to the soluble form. Allow the 
precipitate in the solution to settle on a 
hot plate, and filter. Wash the precipi- 
tate with hot water. Neutralize the 
filtrate with HCl, and boil to expel the 
CO 2 . Adjust the acidity to 2.5 per cent 
by volume with HCl and add drop by 
drop 15 ml. of BaCb (20 per cent) to the 
solution, keeping the latter boiling. 
Allow the precipitate to settle on a hot 
plate, filter through a weighed Gooch 
crucible, wash, dry, ignite, cool, and 
weigh. The increase in weight repre- 
sents the BaS 04 . 


Sulfate, per cent 


wt. of JaS04 X 0.^3 
wt. of sample 


X 100 


Report the amount calculated as per- 
centage of SOs. 


Chlorine 

10. Dissolve 1 g. of the sample in 20 
ml. of H2SO4 (2:3) and heat the solution 
to boiling. Add drop by drop 5 ml. of 
alcohol to the boiling solution; reduction 
of the chromium is complete when a 
clear green solution is obtained. Dilute 
the solution to approximately 250 ml., 
neutralize with NagCOs and add a slight 
excess. Boil the solution a few minutes, 
filter, and wash. Acidify with diluted 
HNOs (1:1), adding 25 ml in excess. 
Add 10 ml. of standard AgNOs solution 
(0.05 N) and titrate the excess silver 
nitrate with standard potassium sulfo- 
cyanate (0.05 A), using ferric sulfate as 


an internal indicator, A red tinge in 
the solution indicates the end point. 
The percentage of chlorine in the sample 
may be calculated as follows: 

Chlorine, per cent = 

mLof AgNOs — (ml. of KCNS X factor) 

X grams of Cl per ml of Ag NOs ^ 
wt. of sample 

Report the amount calculated as per- 
centage of chlorine. 

Sodium 

11. (a) Special Solutions Required.— - 
Double acetate solution, prepared as 
follows: 

Solution A 


Uranyl acetate 

10 g. 

Acetic acid (30 per cent) 

6g. 

Water 

........ 65 g. 

Solution B 


Zinc acetate 

........ 30 g. 

Acetic acid (30 per cent) 

- 3 g. 

Water 

65 g. 

When the above solutions 

A and B are 


each completely dissolved, mix them, 
and allow .to cool to 20 ± 1 C. Keep 
the resulting solution at this tempera- 
ture for several hours. Filter off the 
triple salt which crystallizes out and 
which may be assumed to be saturated 
with respect to sodium at 20 C. since 
the reagent usually contains sufficient 
sodium to give a precipitate. 

(b) Procedure . — Proceed as in the de- 
termination of total alkali (Section 8) to 
the weighed sulfates. Dissolve the sul- 
fates in 10 to 15 ml. of water. Add to 
the solution 100 ml. of zinc-uranyl ace- 
tate reagent and allow to stand at 
20 =b 1 C, for 30 to 45 min., while stir- 
ring occasionally. (Scratch the side of the 
beaker occasionally to start crystalliza- 
tion.) Filter the solution through a 
tared Gooch crucible and wash with five 
successive amounts of 2 ml of zinc- 
uranyl acetate reagent, then with five 
2-ml. portions of . alcohol (previously 
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saturated with sodium zinc-uranyl ace- 
tate) and finally with ether. Dry at 
40 C. for 10 to IS min,, and weigh. The 
percentage of sodium may be calculated 
as follows: 

Sodium, per cent = 

wt. of precipitate X 0.01495 
. - ^ X 100 

wt. of sample 

Note. — The precipitate is slightly soluble in 
water, insoluble in the precipitant, alcohol, and 
ether. Barium, calcium, magnesium, and zinc 
do not interfere with the precipitation. Potas- 
sium has little effect if less than 0.05 g. is 
present; lithium, phosphates, oxalates, and tar- 
trates should be absent. 

Calcium 

12. Proceed as in the determination 
iff sulfates (Section 9) to the acidification 
of the sodium carbonate solution. 
Make the solution ammoniacal and 
then slightly acid with acetic acid. 
Add 15 ml of saturated ammonium 
acetate solution and again make am- 


moniacal with NH4OH and allow to 
stand on a hot plate over night. Filter 
off any precipitate in the morning. 
Wash free, from oxalates with NH4OH 
(10 per cent). Dissolve the oxalate 
precipitate in hot diluted H2SO4. Dilute 
the solution to approximately 300 ml 
and add 10 ml. .of H 2 SO 4 . Heat the.; 
solution to boiling and titrate with 
KMn 04 solution (0.1 A). 

Calcium, per cent — 

ml of KMn04 X iV X 0.20 

^ 7 - — — ' X 100 

wt. of sample 

where A = normality of the KMn 04 
solution. 

Ammonia^ 

13. Distill 1 g. of the sample with 
NaOH solution, expelling the ammonia 
and collecting it in a known excess of 
H2SO4 (0.1 N). Titrate the excess 
H2SO4 with NaOH (0.1 A). 

* This procedure is occasionally but not usually em- 
ployed for the analysis of zinc yellow pigments. 


Tentative Methods of 
SAMPLING AND TESTING TURPENTINE^ 



A.S.T.M. Designation: D 233 - 44 T 

Issued, 1944.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


cope 

1. These methods cover procedures for 
sampling and testing turpentine and 
pinene. 

Sampijng 

Sampling 

2. (a) The method of sampling speci- 
f ed in Paragraph (6) or (c) shall be used, 
according to the special conditions that 
obtain. 

(5) From Loaded Tajik Car or Other 
Large Vessel . — The composite sample 
taken shall be not less than | gal. and 
should consist of small samples of not 
more than 1 qt, each, taken from near 
the top and bottom by means of a metal 
or glass container with removable stop- 
per or top.^ This device, attached to a 
suitable pole, shall be lowered to the 
desired depth, when the stopper or top 
shall be removed and the container 


1 Under the standardization procedure of the Society, 

these methods are under the jurisdiction of the A.S.T.M. 
Committee D-l on Paint, Varnish, Lacquer, and Related 
Products. ' , , ^ . 

2 Accepted by Committee E-IO on Standards, October 

30,1944. . . , 

Prior to their present publication as tentative, these, 
methods were published as standard from 1926 to 1944, 
being revised in 1933 and 1936. Prior to adoption in 1926, 
these methods were published as part of the Standard 
Specifications for Turpentine (D 13 - 24), 


allowed to fill. If a sample from close 
to the bottom of a tank shows a decided 
difference in color or appearance from 
samples taken at other depths, an extra 
bottom sample shall be taken and 
examined separately from the composite 
sample. In such case the composite 
sample shall not include any portion of 
such bottom sample. 

(^) From Barrels and Drums . — ^At 
least 5 per cent of the packages in any 
shipment shall be represented in the 
sample. The purchaser may increase 
the percentage of packages to be sampled 
at his discretion, and it is recommended 
that every package be sampled in the 
case of expensive terpene hydrocarbons 
that are bought in small quantity. A 
portion shall be withdrawn from about 
the center of each package sampled by 
means of a "^thief’^ or other sampling 
device. The composite sample thus 
obtained shall be not less than 1 qt. and 
shall consist of equal portions of not less 
than I pt, from each package sampled. 


* Detailed description of equipment suitable for such 
sampling is given in the Standard Methods of SampUng 
Petroleum and PetroleumProducts(A.S.T.M. Designation: 
D 270), 1946 Book of A.S.T.M. Standards, Partlll-A, 
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Detection AND Eemo^ ' 

OT . Separated Water 

Procedure 

3. Draw a portion by means of a glass 
or metal container with a removable 
stopper or top,® or with a “thief, ^’ from 
the lowest part of the container, or by 
opening the bottom valve of the per- 
fectly level tank car. If water is found 
to be present, draw it all out, record the 
quantity, and deduct it from the total 
volume of liquid delivered. 

Appearance 

Procedure 

4. Examine a portion of the sample 
after agitation to determine whether its 
appearance conforms to the specifica- 
tions. 

Color 

Apparatus 

5. Colorimeter Tube. -^-Thtcolonm^itx 
tube shall be a straight, cylindrical tube 
of clear, colorless, soda-lime glass. It 
shall be 230 to 280 mm. in length, 
21 ± 1 mm. in inside diameter, and 
IJ to 1-| mm. in wall thickness. The 
bottom may be (i) blown with the tube, 
of a uniform thickness of 1.0 to 1.5 mm., 
with the outer surface flat-ground and 
polished, and showing little or no dis- 
tortion of the field of view when the tube 
is filled to a depth of 50 mm. with the 
sample; or it may be {2) a separate 
colorless glass plate vitreously fused or 
sealed to the bottom of the cylinder, 
1.0 to 1.5 mm. in thickness, with the 
outer surface flat-ground and polished, 
and having a diameter not more than 
1 m,m. greater than the outside diameter 
of the cylinder. Graduation lines shall 
be ruled or etched on the outside of the 
cylinder at each 2 mm. from the level of 
the inner surface of the bottom to a 


height of 200 mm., each tenth line being 
longer and marked to show the distance 
from the bottom. 

Procedure 

6. {a) Fill one colorimeter tube to a 
depth of from 40 to 50 nim. with the 
sample and place over or under it (in a 
colorimeter if available) a No. 2.0 yellow 
Lovibond glass. Place over or under a 
second colorimeter tube a No. 1.0 yellow 
Lovibond glass, and then pour the sample 
into this tube until the colors of the fields 
of vision or beams of light passing 
through the tubes and the superimposed 
glasses are as nearly alike as possible. 
If the difference in the depths of the 
columns of sample is 150 mm. or more, 
the material is ' Water- white’^; if this 
difference is less than ISO mm. but 
not less than 50 mm., the material is 
“Standard.” 

{b) Alternative Procedure 4. — Com- 
pare the color of the sample in colorim- 
eter tubes or in any other suitable appa- 
ratus (such as ordinary 4-oz. oil sample 
bottles having flat polished bottoms), 
with the color of an equal depth (at 
least 100 mm.) of freshly prepared solu- 
tions containing the following amounts 
of K 2 Cr 207 and CoCb per liter (Note 1): 

Test Solution KsCraO? CoClrfiHaO 

For Water-white. ... . 0.0072 g. 0.07 g. 

For Standard 0.0180 g. 0,15 g. 

Note 1.— These aqueous standard solutions 
may be conveniently made up by diluting stock 
solutions, as follows: 

Solution A . — Dissolve 1,80 g. of c.p. 
K 2 Cr 207 in 1 liter of distilled water containing 
1 ml. of HGl (sp, gr. 148). 

Solution B.— Dissolve 1.00 g, of CoCb* 
6 H 2 O in 1 liter of distilled water containing 
20 ml. of HCl (sp. gr. 1.18). 

^Water-whitd^ Test Solution . — Add 2.0 ml. 
of Solution A to 35 ml. of Solution B and 
dilute to 500 ml, with distilled water. 

^^Standard^* Test Solution . — Add 5.0 ml. of 
Solution A to 75 ml. of Solution B and dilute 
to 500 ml. with distilled water. 
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(<;) A Uernalive Procedure -B.— Com- 
pare tKe color of the sample, in the same 
manner as described in Paragraph (J), 
with solutions of K^PtCb (Note 2), 
(Do not use CoCb with this reagent for 
this test.) , 

Note 2. — These aqueous standard solutions 
may be conveniently made up by diluting a 
stock solution, as follows: 

Stock Solution , — Dissolve 0.6225 g. of c.p. 
KaPtCb in distilled water, add 50 ml. of 
c.p. HCl (sp. gr. 1.18), and dilute to 500 ml 
^Water-whiid^ Test Solution , — Dilute 22.0 
ml of the stock solution to 250 ml, 
^^Standard” Test Solution , — Dilute 47.5 ml. 
of the stock solution to 250 ml. 

These diluted solutions are relatively stable, 
for at least six months, and may be preserved 
for recurrent use by sealing the bottles with 
clean, new, tightly fitting cork stoppers that 
have been impregnated and waterproofed by 
immersion in hot melted paraffin wax for 30 min. 

(d) Alternative Procedure C. — Deter- 
mine the color with a Saybolt Chromom- 
eter according to the method given in 
the Standard Method of Test for Color 
of Refined Petroleum Oil by Means of 
Saybolt Chromometer (A.S.T.M. Desig- 
nation: D 156).^ If the color is equal to 
Saybolt No. 19 or above, the material is 
^^Water-white.’’ If the color is darker 
than Saybolt No. 19 but not darker than 
Saybolt No. 10, the material is ^‘Stand- 
ard.” 

Odor 

Procedure 

7. Compare the odor of the sample 
with an agreed-upon watei-free reference 
sample kept in the dark in a completely 
filled well-stoppered bottle. In the 
absence of siicli a sample, compare with 
samples of known purity similarly 
preserved. 

Specific GRAVITY' 

Procedure, 

8. Determine the specific gravity at 
15.5/15.5 C. by any convenient method 

1946 Book of A.S.T.M. Standards, Part III-A. 


having a precision of 0.0005. Determi- 
nations made at any other temperature 
using apparatus standardized at 15.5 C. 
shall be corrected by adding to or sub- 
tracting from the observed reading 
0,00082 for each degree Centigrade that 
the temperature of the liquid is above or 
below 15.5 C. If the determination is 
made with apparatus calibrated for a 
temperature other than 15.5 C., the 
observed reading shall first be calculated 
to density at the temperature of observa- 
tion, then converted to density at 15.5 Ci 
by applying the above factor, and finally 
converted to specifi^c gravity by dividing 
the calculated density by 0.999 (the 
density of winter at 15.5 C.). 

Refractive Index 

Procedure 

9. Determine the refractive index with 
an accurate instrument, at 20 C. if 
possible. If determined at any other 
temperature, correct the reading ob- 
tained to 20 C. by adding or subtracting 
0.00045 for each degree Centigrade that 
the temperature at which the determina- 
tion was made is, respectively, above or 
below 20 C. 

Distillation 

Apparatus 

10. Use the type of distillation appa- 
ratus described in the Standard Method 
of Test for Distillation of Gasoline, 
Naphtha, Kerosine, and Similar Pe- 
troleum Products (A.S.T.M. Designa- 
tion: D 86),® with the following excep- 
tions: 

(i) For testing turpentine or pinene 
use an A.S.T.M. Turpentine Distillation 
Thermometer, 76-mm. (3-in.) partial 
immersion, having a range of 147 to 
182 C., and conforming to the require- 
ments for thermometer 270- 42 as 
prescribed in the Standard Specifica- 
tions for A.S.T.M. Thermometers 

s Appears in tliis publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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(A.S.T.M; Designation: E l - 46) f or 
an A,S.X.M> Solvents Distillation 
Thermometer, lOO-mm. (3.94-in.) par- 
tial immersion, having a range of 95 to 
255 C., and conforming to the require- 
ments for thermometer 42C~44T as 
prescribed in the Tentative Specifi- 
cations for A.S.T.M. Thermometers 
(A.S.T.M. Designation: E1"-46T).^ 
(2) Ice is not’ necessary in the con- 
denser bath. It is permissible to use 
a glass Liebig condenser 22 in. in length 
with 16 in. in contact with the cooling 
water and fitted with an adapter to 
extend 1 in. into the receiving 
graduate. 

Procedure 

11. (a) Using the receiving graduate, 
transfer exactly 100 ml. of the sample 
directly into the flask, allowing none to 
run into the side tube. If the sample 
contains dissolved or suspended water it 
is advisable to add a few small pieces of 
pumice or broken glass to promote 
smooth distillation. Insert the ther- 
mometer, so placed that the top of the 
mercury bulb (or the top of the contrac- 
tion chamber if the Solvents Distillation 
Thermometer is used) is level with the 
bottom of the side tube. Connect the 
side tube to the condenser, with the 
bottom of the flask resting securely in 
the opening in the asbestos board. Ap- 
ply heat cautiously, and regulate it so 
that the first drop of condensate falls 
from the condenser in not less than 5 
nor more than 10 min. Record as the 
initial boiling point the thermometer 
reading when the first drop falls from the 
end of the condenser, correcting for 
barometric pressure as described in 
Section 12. When the distillation be- 
gins, regulate the heat so that the distil- 
late is collected at a rate of not less than 
4 nor more than 5 ml. per min. (approxi- 
mately 2 drops per sec.). Discontmue 
the distillation when the temperature 
reaches that specified for the minimum 


percentage requirement (usually 170 C. 
for turpentine), after correcting for 
barometric pressure. Allow the con- 
denser to drain and read the percentage 
distilled. 

(J) The percentages * distilled below 
successive selected temperatures and the 
temperature at which each successive 10 
ml. distills may also be determined, if 
desired, making the necessary correction 
of the temperature for barometric 
pressure. 


TABLE I.-TEMPERATURE CORRECTION 
(DEGREES CENTIGRADE) FOR 
BAROMETRIC PRESSURE.® 


Observed 

Barometric 

Pressure, 

mm. 

Aneroid 

Barom- 

eter 

Mercurial Barometer 

Temperature of Barometer 

20 C. 

25' C. 

30 C. 

35 G. 

780 


-1.14 

-1.00 

-0.96 ' 

-0.92 

-0.88 

770 

- 

-0.57 

-0.43 

-0.39 

-0.36 

-0.32 

760 


0.00 

+0.14 i 

+0.18 

+0.21 

+0.25 

750 

H 

-0.57 

+0.71 i 

+0.74 1 

+0.78 

+0.82 

740 

j 

-1.14 

+1.26 ' 

+1.30 ‘ 

+1.34 

+1.38 

730 

j 

-1.71 

+1.84 

+1.87 

+1.91 

+1.95 

720 

j 

-2.28 

+2.41 

+2.45 

+2.48 

+2.52 

710... .. 

-1 

-2.85 

+2.98 

+3.01 

+3.05 

+3.09 

700 

- 

-3.42 

+3.55 

+3.58 

+3,61 

+3.65 


® These corrections are calculated as follows: The 
observed barometric pressure is first corrected to what 
it would be at 0 C., by means of the table in Circular F, 
Instrument Division, U. S. Weather Bureau. The cor- 
rected barometric pressure is then subtracted from 760 
(or vice versa) and the difference is multiplied ^by 0.057 C. 
to give ^ the temperature correction shown in Table I. 
(According to Landolt-Bornstein ^‘Fhysikalish-Ckemische 
Tabellen” Fourth Edition, Table 127, p. 436, the distilla- 
tion temperature of turpentine is affected plus or minus 
0.057 C. for each millimeter variation of the barometer 
above or below the normal 760 mm. at 0 C.). 


Barometer Correction 

12. (a) The distilling temperature of 
turpentine (and pinene) is affected by 
0.057 C. for each millimeter variation of 
the atmospheric pressure. Therefore, 
the distillation temperatures observed or 
specified shall be corrected to permit the 
distillation to be conducted as though 
the barometer reading, corrected to 0 C., 
were exactly 760 mm. 

(5) When about to begin the distilla- 
tion, observe and record the barometric 
pressure and the temperature of the 
barometer. (No temperature correction 
is necessary for aneroid type barometers.) 
From Table I determine the proper 
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temperature correction corresponding to 
these atmospheric conditions, interpolat- 
ing to the nearest 0.1 C. If the baro- 
metric pressure, corrected to 0 C., is 
below 760 mm., the temperature correc- 
tion must be added to the initial boiling 
point and subtracted from the end-point 
temperature; if above 760 mm., the 
correction must be subtracted from the 
initial boiling point and added to the end- 
point temperature. 

Note: Example , — Suppose the observed 
barometric pressure is 750 mm. at 32 C., and the 
initial boiling point is observed to be 155.2 C. 
From Table I the temperature correction is seen 
to be 0.8 C, Therefore, the corrected boiling 
point is 155.2 + 0.8 = 156 C. Furthermore, 
the temperature observation point at the end of 
distillation (170 C. at 760 mm.) must be altered 
to the same extent. Since the turpentine is 
distilling 0.8 C. below what it would at normal 
pressure, distillation must be discontinued at 
169.2 C. to determine the percentage distilling 
below 170 C. at 760 mm. pressure. 

Polymerization 

Reagent 

13. (a) Sulfuric Acid {38 N), — In. a 
weighed, glass-stoppered bottle (the 
usual 2 |-liter acid bottle is convenient) 
mix H 2 SO 4 (sp. gr. 1.84) with fuming 
sulfuric acid (Note). If the concentra- 
tion of the fuming acid is designated by 
its content of free SO 3 , then the following 
proportions by weight will ordinarily 
yield a mixture slightly stronger than 
38 iV': 


Free SOs in Faming 
Salfuric Acid, 
per cent 

50 .... 
20 to 30.... 
15 to 20.... 


Farts by Weight Parts by Weight 
of Fuming of HaSO* 

Sulfuric Acid (sp.gr. 1.84) 

100 150 

100 75 

100 50 


Determine the exact strength of the 
mixed acid in terms of H 2 SO 4 by titrating 
a diluted aliquot with standard alkali, 
observing the usual precautions necessary 
for the accurate analysis of fuming acids. 
In the same way determine the per- 
centage of H 2 SO 4 in the stock of concen- 
trated acid (sp. gr. 1.84). From these 


data calculate the quantity of H 2 SO 4 
(sp. gr. 1.84) that must be added to the 
mixed acid to bring it to a concentration 
of 100.92 per cent of H 2 SO 4 . 

Note, — Fuming acid containing oxides of 
nitrogen to prevent freezing should not be used, 

( 6 ) After adjusting the concentration 
by adding the required quantity of 
H2SO4 (sp. gr. 1.84), thoroughly shake the 
bottle of mixed acid and again determine 
its concentration. The permissible vari- 



Fig. 1. — ^Acid Bottle and Pipette, 

ation is plus or minus 0.15 per cent of 
H2SO4. As a final check it is advisable 
to run a polymerization test on a sample 
of turpentine of known purity. The 
residue should not exceed 2 per cent. 

(c) Special precautions shall be taken 
to prevent dilution of the 38 A H 2 SO 4 by 
the absorption of atmospheric moisture. 
The arrangement shown in Fig. 1 is most 
suitable for storing and delivering meas- 
ured quantities of this reagent. With 
the three-way stopcocks 4 and B in the 
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position shown, acid is siphoned into the 
pipette P, the displaced air passing into 
J?. To empty the pipette, ^ and P are 
turned to the position shown by the 
broken lines, air passing m at a. The 
acid adhering to the walls of the pipette 
dries this air so that when it passes into 
P on again filling the pipette there is no 
accumulation of moisture in the acid 
remaining in the reservoir. If such an 
arrangement is not to be had, the acid 
should be kept in bottles of not more than 
500-mL capacity having tight-fitting glass 
stoppers. 

Procedure 

14. Place 20 ml. of 38 iV H 2 SO 4 in a 
graduated, narrow-neck Babcock bottle, 
stopper, and place in ice water to cool. 
Add slowly from a pipette, a little at a 
time, while shaking gently after each 
addition, 5 ml. of the material to be 
examined. Add the turpentine drop by 
drop, with sufficiently vigorous shaking 
after each addition to mix the sample 
intimately into the acid. Turpentine is 


lighter than and not readily miscible 
'with the acid; hence the shaking shall be 
performed in such a way as to mix the 
oil into the acid. Continue the shak- 
ing after all of the sample has been 
added, keeping the temperature down to 
60 to 65 C. by continued immersion in the 
ice water. When the mixture no longer 
warms on shaking, agitate thoroughly, 
and place the bottle in a water bath and 
heat at 60 to 65 C. for not less than 10 
min., keeping the contents of the bottle 
thoroughly mixed by vigorous shaking 
for 30 sec. each time, six times during the 
period. Do not stopper the bottle after 
the sample has been added, as it may 
explode. Cool to room temperature, fill 
the bottle with H 2 SO 4 (sp. gr. 1.84) until 
the unpolymerized oil rises into the 
graduated neck, and centrifuge from 4 to 
5 min. at not less than 1200 rpm., or for 
15 min. at 900 rpm., or allow to stand, 
lightly stoppered, for 12 hr. Calculate 
the percentage, note the consistency and 
color, and determine the refractive index 
(at 20 C.) of the unpolymerized residue. 
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A.S.T.M. Designation: B 237-43 T 

Issued, 1943.=^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1 , These specifications cover six grades 
of orange shellac and other lacs desig- 
nated grades A, B, C, D, E, and F. 
Stick-lac and seed-lac are not included 
under these grades. 

Properties 

2, The material shall conform to the 
requirements prescribed in Table I. 


Note 1. — Grades A, B, and C should show 
no presence of rosin when tested in accordance 
with the qualitative test described in Section 15 
of the Standar d Methods of Sampling and Analy- 
sis of Shellac (A.S.T.M. Designation: D 29).® 
Note 2. — Grade E customarily occurs in the 
form of circular disks about 3 in. in diameter and 
J in. in thickness and is known to the trade as 
pure button lac. Grade F is dark garnet in 
color and is known to the trade as pure garnet 
lac. Garnet lac also is manufactured in admix- 
ture with rosin and as a dewaxed lac, but these 
are not covered by these specifications. 


TABLE I.-REQUIREMENTS FOR ORANGE SHELLAC AND OTHER LACS, 


Matter insoluble in specified hot solvents, max., per 


Iodine number, max, 

Moisture, max., per cent — 

Wax,' max., per cent 

Orpiment, max. per cent 

Matter soluble in water, max., per cent, 

.Ash, max., per cent ■ 

Color.....-.....'...'......, 


Grade A 


1.25 

2.0 ' 
5.5 
0,025 
0.5 
1.0 


Grade B 


2.00 

2.0 * 
5.5 
0.025 
0.5 
1.0 


Grade C 


3.00 

2.0 ’ 
5.5 
0.20 
0.5 
1.0 


Grade D 


3.00 
24,3 

2.0 
5.5 
0.20 
0.5 
1.0 


Grade E 


1.00 

18.0 

2.0 

4.0 

none 

O.S 

0.5 


Grade F 


0.50 

18.0 

2.0 

3.5 

none 

O.S 

0.5 


1.0 1 i.u I i.u 1 i.u ' u.a ' u.s 

when specified, the color shall be no darker than that of 
sample agreed upon by the seller and the purchaser.® 


® Attention is called to the fact that the seller and the purchaser must agree upon one of the two methods for determin- 
ing color appearing in A.S.T.M. Methods D 29,* 


1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

* Accepted by Committee E-IO on Standards, August 30, 
1943. 

Prior to their present publication as tentattve, these 
specifications were published as tentative from 1926 to 
1927. They were adopted in 1927, published as standard 
from 1927 to 1930, but withdrawn and replaced in 1930 
by D 237 - 29 T which was published as tentative from 
1929 to 1933, being revised i a 1933. They were again 
adopted as standard in 1933, published as standard from 
1933 to 1943, being revised in 1941, but withdrawn, revised 
and republished as tentative in 1943. 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these 
specifications shall be determined in 
accordance with the Standard Methods 
of Sampling and Analysis of Shellac 
(A.S.T.M. Designation: D 29).® 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Tentative Specifications for 

ORANGE SHELLAC AND OTHER INDIAN LACS FOR 
ELECTRICAL INSULATION* 



A,S.T,M. Designation: D 784 - 44 T 

Issued, 1944.^ 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 

Note. — Grades A, B, and C are the commer- 
cial rosin-free grades of orange shellac com- 
monly known by these A.S.T.M. designations,® 
Grade D customarily occurs in the form of 
circular disks about 3 in. in diameter and | in. in 
thickness and is known to the trade as pure 
button lac. Grade E is dark garnet in color and 
is known to the trade as pure garnet lac. Garnet 
lac also is manufactured in admixture with rosin 
but this grade is not covered by these specifica- 
tions. 


Scope 

1. These specifications cover five 
grades of orange shellac and other Indian 
lacs suitable for use as electrical insula- 
tion, The grades of lac covered are the 
customarily manufactured products de- 
rived entirely from sticklac (the secre- 
tion of Laccifier Lacca Kerr) designated 
grades A, B, C, D, and E. Sticklac 


TABLE I.~REQUIREMENTS FOR ORANGE SHELLAC AND OTHER INDIAN LACS. 



Grade A 

Grade B 

Grade C 

Grade D 

Grade E 

Matter insoluble in specified hot solvents, 

max,, per cent 

Rosin 

Moisture, max., per cent 

Wax, max., per cent 

Orpiment, max. per cent,. 

Matter soluble in water, max., per cent 

Ash, max,, per cent 

Polymerization time f 

Flow test 

1.25 

none 

2.0 

5.5 

0.025 

0.5 

1.0 

when specifie< 
upon by th< 

2.00 

none 

2.0 

5.5 

0.025 

0.5 

1.0 

i, shall be witl 

; purchaser and 

3.00 ' 

none i 

2.0 1 

5.5 i 

0.20 ! 

0.5 1 

1.0 

bin the maximi 
1 the seller. 

1.00 

none i 

2.0 i 

4.0 

0.025 

0.5 

O.S 

um-minimum r 

0.50 

none 

2.0 

3.5 . 

0.025 

0.5 

0.5 

■ange agreed 


® Attention is called to the fact that the purchaser and the seller must also agree upon the test temperature and in the 
case of the flow test upon one of the two methods for determining flow appearing in A.S.T.M. Methods D 411.'^ 


and seedlac are not included under these 
grades. 

Properties 

2. The lac covered by these specifica- 
tions shall conform to the requirements 
prescribed in Table 1. 

1 Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-9 on Electrical Insulating Ma- 
terials. 

* Accepted by the Society at annual meeting, June, 


Methods of Testing 

3. The material shall be sampled and 
the properties enumerated in these speci- 
fications shall be determined in accord- 
ance with the Standard Methods of 
Testing Shellac Used for Electrical In- 
sulation (A.S.T.M. Designation: D 411).^ 


3 See the Tentative Specifications for Orange Shellac 
and Other Lacs (.^.S.T.M. Designation: D 237), which 
appears in this publication, see Contents in Numeric Se- 
quence of A.S.T.M. Designations at front of book. 

* 1946 Book of A.S.T.M. Standards, Part III-B, 
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Tentative Method of Test for 

PHTHALIC ANHYDRIDE CONTENT OF ALRYD RESINS 
AND RESIN SOLUTIONS 1 


A.S.T.M. Designation: D 563 - 45 T 
Issued, 1940; Revised, 1943, 1945.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L This method of test covers the 
procedure for determining the phthalic 
anhydride content (Note) of alkyd resins 
and resin solutions* 

NoTE.—Other dibasic acids, notably maleic 
and fumatic, if present as the free acid or ester 
will form alcohol-insoluble salts and will be cal- 
culated as phthalic anhydride. 

Apparatus 

2. The apparatus shall consist of the 
following: 

(а) Flask and Condenser . — A 500-mL 
Erlenmeyer flask fitted with an air- 
cooled glass reflux condenser 30 in. in 
length. The connection between the 
flask and condenser shall be a standard 
24/40 taper ground-glass joint. 

(б) Water Bath. 

(c) Fritied-Class Filter' Crucible . — A 
fritted-glass filter crucible, fine porosity, 
of 30-mL capacity. 

^ * Under the standardkatiofii procediire of the Society, 
this method is under the jurisdiction of the A.S.T M, 
Committee D*1 on Paint, VarnishVbacquer, and Related 
Products. 

s Latest . revision accepted by Committee E-10, 'on 
Standards, August 27, 1945. 


{d) Desiccator. —A desiccator con- 
taining concentrated H 2 SO 4 as the 
desiccant. 

{e) Guard Tube. — A guard tube filled 
with soda lime. 

(f) Filter Flasks. 

(g) Crucible Holder. 

Reagents 

3. (a) Benzene. 

(6) Alcoholic Potassium Hydroxide 
Solution.— Dissolvt 40 g. of reagent- 
grade KOH in 1 liter of absolute ethyl 
alcohol (Note). Allow the solution to 
stand overnight protected against CO 2 
absorption. Filter just before use. 

(c) Ether. — Anhydrous analytical rea- 
gent-grade ether. 

(d) Alcohol - Ether Wash Solution . — 
Mix equal volumes of anhydrous ether 
and absolute ethyl alcohol (Note). 

(e) Hydrochloric Acid {0.1 N). 

Note, — T he alcohol may be denatured, for- 
mula 2B, but must be absolute. 

Procedure 

4. {a) Weigh by difference, from a 
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closed Gontainer into the 500-mL Erlen- 
meyer flask/ a sample of resin or resin 
solution sufficient to yield from 0,8 to 
1.2 g. of potassium alcohol phthalate. 
Add 10 ml. of benzene, warming slightly 
on the steam bath, if necessary, to effect 
solution. Add 150 ml of alcoholic 
KOH solution, and attach the conden- 
ser. Place the flask in a water bath to 
a depth approximately equal to that 
of the contents of the flask. Warm the 
bath, maintaining a temperature of 
40 C. for 1 hr., then gradually raise the 
temperature until the alcoholic solution 
boils gently. Reflux for 1| hr. 

(b) Remove the flask from the bath, 
and wash down the inside of the con- 
denser with a few milliliters of alcohol - 
ether wash solution. Remove the con- 
denser, cap the flask with the soda-lime 
guard tube, and cool by means of run- 
ning water or an ice bath. Wlien the 
contents of the flask have been lowered 
to room temperature, wash down the 
sides of the flask with SO ml. of ether. 

(c) Filter immediately, and as rapidly 
as possible, through a fritted-glass cruci- 
ble that previously has been tared, using 
the alcohol - ether wash solution for trans- 
ferring the precipitate and washing the 
reaction flask. Wash the precipitate 
with successive portions of alcohol - 
ether wash solution until a few milli- 
liters of washings collected in a second 
suction flask are no longer alkaline to 
phenolphthalein. (Normally about 75 
ml. of wash solution are sufficient.) Do 
not allow air to be drawn through the 
crystals, as they are hygroscopic. 
Finally pour 25 ml, of ether into the 
crucible and draw through the precipi- 
tate with the aid of suction. 


(d) Wipe the outer surface of the 
crucible with a clean cloth and place in a 
gravity conveGtion oven at 60 G. for 
l.hr. (Note). Cool to room tempera- 
ture in a desiccator, and weigh, ■ 

Note. — The precipitate is the alcoholate 
(C6H4(C00K)2 * (QmOH)), and the alcohol of 
crystallization will be slowly driven off on pro- 
longed heating. It is safe, however, to dry the 
alcoholate at temperatures up to 60 C. for as 
long as 1 hr. 

(e) Correction for Carbonates 
cipitation of Z2CO3 with the potassium 
alcohol phthalate may be a source of 
error. If a correction for K2CO3 is 
desired, proceed as follows: Dissolve 
the weighed precipitate in about 50 ml. of 
distilled water that has been neutralized 
to phenolphthalein. Add 3 to 4 drops 
of phenolphthalein indicator, and if the 
solution is alkaline, titrate with 0.1 N 
HCL 

Calculation 

5. Calculate the percentage of phthalic 
anhydride in the sample as follows: 

iiC = X 0.1382 

Phthalic anhydride, per cent = 

(P - K) X 0.5136 
. X 100 

where: 

K == correction for K2CO3, in grams (if 
determined), 

F = milliliters of HCl used for titra- 
tion (Section 4(e)), 

N = normality of HCl, 

P = grams of potassium alcohol 
phthalate (Section 4(^^)), and 
5 — grams of sample used. 


Teniafive Method of Test for 
COLOR OF ORANGE SHELLAC* 



A.S.T.M. Desigaation: D29-41T 

Issued, 1941.® 


This Tentative Method has been approved by the sponsoring cominittee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
])e addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
the determination of the color of orange 
shellac when it is desired that the re- 
sults be expressed in terms of numerical 
values. 

Apparatus 

2, The apparatus shall consist of the 
following: 

{a) Funnel. — A No. 1 Buchner funnel 
of Coors porcelain, 5.6 cm. in inside 
diameter. 

{b) Colorimetric Tubes, — Nessler color 
comparison tubes, approximately 20 
mm. in diameter and 30 cm. in length. 

{c) Standard Light Source, — A light 
source consisting of a 100-w. Mazda, 
nitrogen filled, frosted glass, daylight 
lamp mounted at the center of the back 
wall of a lO-in. (25.4-cm.) cubic box 
so that the tip of the bulb faces front. 
The front opening of the box shaU be 
covered with a white opaque paper or a 

\ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S,T.M. Com- 
mittee D*1 on Paint, Varnish, Lacquer, and Related Prod- 
ucts. 

* This method is in effect a tentative revision of, and 
is intended to be added, when adopted, to the present 
Standard Methods of Sampling and Analysis of Shellac 
(D 29 - 40), which appears in this publication, see Con- 
tents in Numeric Sequence of A.S.T.M. Designations at 
front of book. 


ground-glass plate. The lamp shall be 
inserted in a socket which just protrudes 
through the wall of the box so that the 
distance from the tip of the lamp to the 
paper or glass is approximately 4.5 in. 
(11.4 cm.). The five inside walls of the 
box shall be painted white. Any other 
suitable apparatus or standard daylight 
lamp may be used, provided it produces 
light of the same characteristics as speci- 
fied above. 

Reagents 

3. (a) P 5 Per Cent Alcohol, — Specially 
denatured 190 proof alcohol; either 
formula No. 1 or formula No. 30 of 
the U, S. Internal Revenue Bureau. 

{b) Filter Aid, — Any high-grade ana- 
lytical filter cel for rapid flow. 

(c) Ferric Sulfate. — Any hydrated 
c.p. analyzed reagent. 

(d) Standard Sodium Hydroxide 
tion,— Dissolve 40 g. of pure NaOH in 
500 ml. of distilled water and dilute to 1 
liter in a volumetric flask. Standardize 
against the correct weight of pure oxalic 
acid dihydrate. The solution should 
have a strength of 1 N. 

(e) Standard Sodium Thiosulfate Solu- 
tion,-— Dissolve pure sodium thiosulfate 
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in distilled water that has been pre- 
viously boiled to free it from carbon 
dioxide, in such proportion that 49.66 g. 
of crystallized sodium thiosulfate will be 
present in 1 liter of the solution. It is 
best to let this solution stand about 2 
weeks before standardizing. Stand- 
ardize with pure resublimed iodine or 
potassium bi-iodate. This solution will 
be approximately 0.2 N. Preserve in a 
brown stock bottle with a guard tube 
filled with soda lime. 

(/) Starch Solution, — ^Make a paste of 
0.2 g. of soluble starch (potato starch) 
in cold water and pour into 100 ml. of 
boiling water, cool, and bottle. 

(g) Potassium Iodide, — ^lodate-free 

crystal. 

(h) Nickel Sulfate. — Analytical re- 
agent grade, NiS04 *61120. 

Preparation of Color Standards 

4. {a) Stock Solutions: 

Ferric Sulfate, — ^Dissolve 400 g. of 
Fe2(S04)3*-XH20 (c.p. analyzed reagent 
grade) in about 600 ml. of water by 
heating to boiling while stirring con- 
stantly. After complete solution, cool 
to room temperature and dilute to 1 
liter in a volumetric flask. Standardize 
this stock solution by titrating with 
iodine in the following manner: Dissolve 
20 g. of potassium iodide in 30 ml. of 
water and add 5 ml. of the stock solution. 
Add to this approximately 2 per cent by 
weight of H2SO4 (sp. gr. 1.84). Allow 
to stand for 5 min. and titrate with 
0.2 N sodium thiosulfate in the usual 
manner, not adding the starch until near 
the end of the titration. Run at the 
same time a blank determination of the 
potassium- iodide solution and correct for 
any nonuniformity of this reagent. Ad- 
just the stock solution to approximately 
0.725 M Fe2(S04)3 (Note); 5 ml. of the 
stock solution should then be equivalent 
to 36.2 ± 0.8 ml. of 0.2 N sodium thio- 
sulfate solution. 


Note.— The amoimt of coordinated ' watei 
in ferric sulfate may vary, and has to be taken 
: into account in weighing out the required amount 
of ferric salt. It is usually about 6 mols per 
mol of ferric sulfate' for the powdered' analyzed 
reagent. 

Nickel SwI/ale.— Dissolve 50 g. of 
NiS04*6H20 in about 300 ml. of water. 
After complete solution, dilute to 500 
ml. in a volumetric fliask. 

(J) Reference Standard for All Grades,^ 
—Transfer exactly 20 ml. of the stock 
ferric sulfate solution (Paragraph (a)) 
to a 100-nal. volumetric flask. Add 11,5 
ml. of the 1.0 A aqueous NaOH solution 
from a burette, and shake until all the 
precipitate formed has dissolved. Then, 
add 10 ml. of the stock nickel sulfate 
solution and dilute to 100 ml. with 
distilled water. If any of the solutions 
show permanent precipitates, prepare 
fresh stock solution for this purpose. 

Procedure 

5. (a) Transfer exactly 5 g. of the 
sample to a clean 4-oz, wide-mouth 
bottle and add exactly 50 ml. of alcohol. 
Shake until the solution is complete and 
then cool to 10 C. Place a S.5-cm. 
Whatman No. 5 filter paper or its equiva- 
lent in the Buchner funnel which has 
been mounted in the neck of a 2-L 
suction flask with a rubber stopper. 
Pour evenly upon the filter paper a 1-g. 
suspension of filter aid in 50 ml. of alco- 
hol, and suck completely dry with a 
partial vacuum, using a water suction 
pump. Remove the funnel, and add 
about 400 ml. of alcohol to the flask. 
Place an 8-in. test tube in the suction 
flask, supporting, if necessary, with filter 
paper, so that the tip of the Biichner 
funnel when inserted in the neck of the 
flask will come well within the open 

. * This standard color solution was designed to match 
theNo. 5 iodine color standard of the Angelo color method 
which has been used by various laboratories for obtaining 
numerical color values for lacs. It is closer in hue to 
most lacs than the iodine solution and hence easier to 
match. , , , , ' . • ' . ■ 
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test tube. Reinsert the funneT in the 
flask. 

(6) Add 1 g. of filter aid to the cold 
varnish and stir thoroughly. Transfer 
completely to the Btichner funnel and 
filter at the rate of 2 drops per second 
by means of a carefully regulated 
vacuum. This may be conveniently 
done by the use of a water pump to 
which has been attached a trap carrying 
a stopcock to admit air. Slowly in- 
crease the amount of vacuum toward 
the end of the filtration in order to 
maintain a constant filtration rate until 
the filtration is practically complete, 
and then suck dry. The final volume 
in the test tube should be 49 to 50 ml. 
If it is less than 48 ml., repeat the 
procedure. (Note 1.) 

Note 1. — The method used in preparing the 
clear varnishes for comparison is very impor- 
tant. A slight loss in alcohol will materially 
affect the color of varnish when diluted for com- 


parison. Alcohol is placed in the flask to avoid 
undue evaporation of the solution during filtra- 
tion. The rate of filtration is an important 

factor. 

(c) Transfer 10 ml. of filtered solution 
to one of the colorimetric tubes, and 
compare with 10 mi. of the standard 
color solution by viewhig the tubes 
transversely in front of the standard 
light source. Dilute the shellac solution 
with alcohol until it matches the refer- 
ence standard color. Report the volume 
in milliliters of the diluted solution; this 
is taken as the color number of the 
sample. The color of the filtered solu- 
tion shall be determined the same day 
upon which the samples are dissolved. 
(Note 2.) 

Note 2.— Most filtered solutions made by 
dissolving shellac that has been ground for 
analysis will darken appreciably in color if al- 
lowed to stand for periods longer than 12 hr. 



Tentative Methods oj 
TESTING CELLULOSE ACETATE^ 



A.S.T.M. Designation: D 871 - 46 T 
Issued, 1946.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

^ 1. These methods cover procedures 
for the testing of cellulose acetate which 
is to be used in lacquer and related 
liquid coating compositions. 

Moisture Content 
Procedure 

2. Weigh accurately about 5 g. of the 
sample into a tared dish, (fitted with a 
lid) and dry in an oven for 2 hr. at 100 
to 105 C. Remove the dish from the 
oven, cover, cool in a desiccator, and 
weigh. 

Calculation 

3. Calculate the percentage of mois- 
ture as follows: 

A 

Moisture, per cent == — X 100 

where: 

= weight loss on heating, and 
jB = grams of sample used. 

1 Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D~1 on Paint, Varnish, Lacquer, and Related 
.'Products.' ,, 

2 Accepted by the Society at annual meeting, June, 

■" 1946 .: , : ■ 


Ash 

Procedure 

4. Weigh accurately 5 to 10 g. of the 
sample (previously dried for 2 hr. at 
100 to 105 C.) into a lOO-ml. tared por- 
celain crucible and heat the crucible 
directly over a flame. The sample 
should fume off slowly without igniting. 
When no further fumes are evolved and 
the bottom of the crucible is dull red, 
transfer the crucible to a muffle furnace 
and heat uniformly at 550 to 600 C. 
for 1 hr., or longer if required, to burn 
all the carbon. Allow the crucible to 
cool and then transfer it, while still 
warm, to a desiccator. When the cruci- 
ble has cooled to room temperature, 
weigh accurately to the nearest 0.1 mg. 

Calculation, 

5. Calculate the percentage of ash as 
follows: 

A 

Ash, per cent — X 100 
3 

where: 

= grams of ash, and 
B = grams of sample used. 
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Free Acidity 

Procedtire 

6. {a) In a 25()-m.l Erlenme 3 ^er flask, 
shake 5 g. of the sample (previously 
dried for 2 hr. at 100 to 105 C.) with 150 
ml. of freshly boiled, cold distilled water. 
Stopper the flask and allow it to stand for 
3 hr. Filter off the cellulose acetate and 
wash it with distilled water. Titrate the 
combined filtrate and washings wdth 0.1 
iV NaOH, using phenolphthalein in- 
dicator. 

(b) Run a blank on the distilled water, 
using the same volume as was used in 
extracting the sample. * 

Calculation 

7. Calculate the percentage of acidity 
as free acetic acid as follows: 

Free acetic acid, per cent = :? ■- £ 

W 

where: 

A == milliliters of NaOtl solution used 
to titrate the sample, 

B = milliliters of NaOH solution used 
to titrate the blank, 

C = normality of the NaOH solution, 
and 

W = grams of sample used. 

Combined Acetic Acid and Acetyl 
Content 

Reagents 

8. (a) Neutral Ethyl Alcohol (75 per 
cent). — Mix 790 ml. of ethyl alcohol (95 
per cent) (Formula 2B or 3 A denatured 
ethyl alcohol may be used) and 210 ml. 
of distilled water. Add 0.5 ml. of 
phenolphthalein indicator and neutralize 
with 0.5 N NaOH to the first persistent 
pink color. 

(h) Standard Sodium Hydroxide (0.5 N) . 

(c) Standard Hydrochloric Acid (0.5 
N).' 

Procedure 

' 9. Grind the sample in a Wiley mill 


or other suitable grinder so that 100 per 
cent will pass a No. 20 (840-micron) 
sieve. W eigh about 1 .0 g. of the sample 
into a glass-stoppered weighing bottle, 
dry for 2 hr. at 100 to 105 C., cooljin a 
desiccator, and weigh accurately. 
Transfer the sample to a 250-mL Erlen- 
meyer flask and re weigh the empty weigh- 
ing bottle to obtain the weight of dry 
sample by difference* Add 40 ml. tof 
ethyl alcohol (75 per cent) to the flask 
and immerse it in a water bath at SO^to 
60 C. for 30 min. Add 40 ml. of 0.5 fiV 
NaOH, stopper the flask loosely with a 
rubber stopper, and immerse it in the 
bath for 15 min. Then leave the flask 
at room temperature, while shaking 
occasionally, for 24 hr., or for 48 hr. if 
the cellulose acetate is hard and horny. 
At the end of this time, rinse the sides 
of the flask with 50 to 75 ml. of distilled 
water, add 3 to 4 drops of phenolphtha- 
lein indicator, titrate with 0.5 N HCl 
until the indicator changes color, and 
then add 5 ml. in excess. Stopper the 
flask, allow it to stand for 10 to 15 min. 
while shaking occasionally and then 
titrate the excess with 0.5 N NaOH. 

Calculation 

10. Calculate the percentage of com- 
bined acetic acid and of acetyl as follows: 

Combined acetic acid, per cent — 

(AB - CD) X 6.Q04 
W 

Acetyl, per cent “ 

combined acetic acid, per cent X 0.7167 
where: 

A = milliliters of NaOH solution used 
to titrate the sample, 

B = normality of the NaOH solution, 
C = milliliters of HCl used to titrate 
the sample, 

D = normality of the tICl, and 
|P^=^grams of sample used. 
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Viscosity 

Apparatus 

11. (a) ViscosUy Tube . — The viscos- 
ity tube shall consist of a glass cylinder 
14 in. in length having a uniform internal 
diameter of 1.0 dz 0.02 in. (25.4 ± 0.5 
mm.) throughout its length. Two marks 
shall be etched on the tube 10.0 ± 0.10 
in. (254.00 ± 2.5 mm.) apart, so that 
each mark is approximately 2 in. from 
an end of the tube. 

(b) Steel Balls . — The steel balls shall 
be 0.3125 ± 0.0005 in. (0.794 ± 0.001 
cm.) in diameter and weigh 2.035 ± 
0.010 g. A large percentage of the i^dn. 
steel ball bearings on the market will 
conform to these requirements. 

(c) Stop Watch.— A stop watch read- 
ing to I sec. 

Procedure 

12. (a) Dry the sample for 1 hr. at 100 
to 105 C. and cool in a desiccator. Pre- 
pare a solution of standard concentration 
according to one of the formulas shown 
in Table I. In the case of formulas 
A, C, and D, solution of the cellulose 
acetate can be hastened by first adding 
the alcohol to the cellulose acetate and 
then adding the other solvent. Close 
the bottle and shake thoroughly after 
adding each solvent. Complete the 
solution by placing the bottle in a suit- 
able tumbling device. 

(b) To determine the viscosity, fill the 
glass viscosity tube with the solution to 
about 1 in. above the upper mark and 
close the tube with a stopper. Place the 


tube in an exactly vertical position in a 
constant temperature bath at 25. ± 
0.1 C. and allow it to stand until all 
air bubbles have left the solution. When 
the solution has reached the bath tem- 
perature, drop the steel ball down the 
center of the tube and measure the time 
in seconds required for the steel ball to 
fall through the lO-in, column of solution 
between the two marks on the tube. A 
rubber stopper with a glass tube of ap- 


table I.— solutions for viscosity 

DETERMINATION. 


Ingredients " 

For- 
mula 
^ A 

For- 

mula 

B 

For- 

mula 

C 

For- 

mula 

D 

Cellulose acetate, per cent. . . . 

20" 

20" 

20^' 

IS** 

Acetone," per cent 

■ 72 

80 



Ethyl alcohol,** per cent 

Methylene chloride,-'^ per 

8 


’s 

8.5 

cent. 



72 

76.5 


® Combined acetic acid content 56.5 per cent, max. 

^Combined acetic acid content 56.5 to 59.5 per cent. 

® Combined acetic acid content S9.S to 62.5 per cent. 

^ Acetone (99.4 =b 0.1 per cent) containing from 0.3 to 
0.5 per cent of water and under 0,3 per cent of ethyl alcohol. 

® Ethyl alcohol (95 per cent by volume). Formula 2B 
or 3 A denatured ethyl alcohol may be used. 

/ Methylene chloride having a boiling range of 39.2 
to 40.0 C. and less than 0.001 per cent acidity calculated as 
HCl. 


propriate diameter inserted through its 
center should be used as a centering 
device when dropping the steel ball. 

Report 

13. Report the viscosity as the time 
in seconds for the steel ball to fall through 
10 in. of solution, prefixing the viscosity 
value with the letter A, B, C, or D cor- 
responding to the formula of the solution 
employed. 



Tentative Method of Test for 
ESTER VALUE OF TRICRESYL PHOSPHATE* 



A.S.T.M, Designation: B 268 ■“ 46 T 
Issued, 1946.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1 . This method of test covers the pro- 
cedure for the determination of the 
ester value of tricresyl phosphate. 

Outline of Method 

2. The sample is decomposed by treat- 
ment with potassium hydroxide. Phos- 
phorous is precipitated with ammonium 
molybdate reagent, and the precipitate 
is filtered and washed. The precipitate 
is dissolved in an excess of standard al- 
kali. The excess alkali is determined by 
titrating with standard acid using phen- 
olphthalein as indicator. 

Apparatus 

3. The apparatus shall consist of the 
following: 

\d) Crucible . — A nickel or silver cruci- 
ble, 100 -mL capacity, with a cover. 

{h) Beaker —K beaker of 300-mL ca- 
pacity. 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 This method is in effect a tentative revision of and, 
when adopted, is intended to he added to the Standard 
Methods of Sampling and 7'esting Lacquer .Solvents and 
Diluents (A.S.T.M. Designation; D 268 - 46), see p. 11C5. 


(c) Separatory FtmneL — A separatory 
funnel of 200 -ml. capacity. 

(d) Erlenmeyer Flask . — A wdde-mouth 
Erlenmeyer flask of 500-mL capacity. 

Reagents 

4. (a) Potassium Hydroxide . — Pellets 
of KOH conforming to the specifications 
of the American Chemical Society. 

(&) Ethyl Ether . — Ethyl ether con- 
forming to the specifications of the 
American Chemical Society. 

{c) Nitric Acid {1:99 ). — Mix 1 ml. 
of HNO3 (sp. gr. 1.42) and 99 ml of 
water. 

{d) Ammonium Molybdate Solution . — 
Mix 110 g. of H2M0O4 (85 per cent) with 
400 ml. of water, and then add 80 ml. 
of NH4OH (sp. gr. 0.90). When solu- 
tion is complete, filter and pour the 
solution slowly, while stirring constantly, 
into a mixture of 400 ml. of HNO 3 (sp. 
gr. 1.42) and 600 ml. of water. Allow 
to settle overnight and again filter. 

{e) Potassium Nitraie Solution {10 g. 
per L ): — Dissolve 10 g. of KNOs in 
water and dilute to 1 liter. 
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(f) Potassium Hydroxide Solutiofi (OJ 
N ), — Dissolve 28.0 g. of KOH in water 
and dilute to 1 liter. Add sufficient 
Ba(OPI )2 to precipitate the carbonate, 
allow the precipitate to settle, and then 
decant the clear solution. Standardize 
the solution by any suitable method. 

(g) Pkenolphthalein Indicator. — Dis- 
solve 1 g. of phenolphtbalein in 100 ml. 
of alcohol. 

(//) Sulfuric Acid {0.5 N). — Stand- 
ardize the solution by any suitable 
method. 

Procedure ' 

5. {a) Weigh 0.2000 g. of sample in 
the lOO-ml. crucible and add 3 g. of 
KOH and a few drops of water. Place 
cover on loosely. 

(6) Heat slowly for 30 min. on a hot 
plate at 200 C. to decompose the tri- 
cresyl phosphate. Cool and add a small 
amount of water to dissolve the con- 
tents of the crucible. Transfer to a 300- 
ml. beaker, wash the crucible with water 
to bring solution to 50 to 75 ml., and 
add HNOs (sp. gr. 1.42) until strongly 
acid. Cool, transfer to a 200-mL separa- 
tory funnel, and extract once with 50 ml. 
of ether. 

{c) Transfer the lower layer to a 500- 
ml. Erlenmeyer flask, dilute to 100 ml. 
with water, and heat at 100 C. for 30 
min, to remove ether. Neutralize with 
NH4OH (sp. gr. 0.90) and then add 
HNO3 (1:99) dropwise until the solution 
is slightly acid. Add 100 ml of am- 
monium molybdate solution and shake 
well to precipitate the ammonium phos- 
phomolybdate. Place the flask in a 
water bath maintained at 40 C. and allow 
the precipitate to digest for 1 hr. Oc- 
casionally agitate the contents of the 
flask during the digestion. 

{d) Filter on a Gooch crucible fitted 
with a didi of low-ash, close-texture 
paper as the filtering medium. Wash 
about ten times with KNO3 (10 g. per 1.) 


until the washings no .longer show an 
acid reaction. Suck dry and transfer 
the precipitate to the flask in which the 
precipitation was made. Add an excess 
of 0.5 N KOH (about 30-mL total). 
Break up any lumps with a glass rod and 
stir until all yellow particles have dis- 
solved.' Wash the sides of the flask 
with water, add three drops of phenol- 
phthalein indicator, and titrate the excess 
KOH with 0.5 N H 2 SO 4 . 

{e) If the sample contains any phos- 
phoric acid, weigh out a portion of the 
sample of the same weight (Paragraph 
(a)) and determine the amount of free 
acid in accordance with Section 16 {h) of 
the Standard Methods of Sampling and 
Testing Lacquer Solvents and Diluents 
(A.S.T.M. Designation: D 268- 46).® 

Calculation 

6. Calculate the percentage of tri- 
cresyl phosphate as follows: 

Tricresyl phosphate, per cent = 

X 100 

where : 

A = milliliters of 0.5 N KOH solution 
required for titration of the am- 
monium phosphomolybdate (Sec- 
tion 5(ri)), 

B == milliters of 0.5 N KOPI solution 
required for titration of the free 
acid in a sample of weight equal 
to that used for the ester de- 
termination (Section 5(e)), 

C = normality of the KOPI solution, 
and 

IF = grams of sample used. 

Note. — The cresols generally used for the 
manufacture of tricresyl phosphate are in real- 
ity a mixture of cresols and xy lends. There- 
fore the average molecular weight is 112 in- 
stead of 108. Since 23 mols of KOH are re- 
quired for the titration of 1 mol of ammonium 
phosphomolybdate, 1 ml. of 1 iV KOH is equiva- 
lent to 0.0165 g. of tricresyl phosphate. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M . Designations at front of book. 



Tentative Method of 

EVALUATING DEGREE OF RESISTANCE OF TRAFFIC 
PAINT TO ABRASION, EROSION, OR A COMBINATION 
OF BOTH, IN ROAD SERVICE TESTS ^ 



A.S.T.M. Designation: D 821 - 45 T 
Issued, 1945. ^ 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. The photographic reference stand- 
ards included in this method are repre- 
sentative of degrees of resistance to 
abrasion, erosion, or combinations of 
both, of traffic or pavement marking 
paints on road surfaces. The standards 
are intended primarily for comparative 
evaluation. 

Definition 

2. The failure described by^ these 
reference standards is that condition 
manifested in traffic paint by more or 
less gradual surface disappearance, thin- 
ning of the film, and exposure of the 
substrate because of abrasion, erosion, 
or combinations of both. The degree 
of failure is judged by the amount of 
substrate that is visible. This failure 
can result either from mechanical abra- 
sion or by weathering effects or from 
combinations of both. 

Type of Failure 

3. Only one type of failure is consid- 

1 Under tlie standardizatson procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products, 

“Accepted by Committee E40 on Standards, August 
27, 1945, 


ered in this method as defined in Sec- 
tion 2. 

Use of Photographic Reference Stand- 
ards 

4. The use of the photographic ref- 
erence standards shown in Fig. 1 re- 
quires the following precautions: 

(a) Care must be taken not to con- 
fuse this type of failure with chipping 
(Note 1), which also reveals the substrate. 

Note 1. — Chipping is usually characterized by 
sharp edges and definite demarcation of the 
bare area. 

(&) It must be realized that the degree 
of failure is likely to vary over any given 
area. It is therefore necessary to agree 
upon one of the following grading 
methods: 

(i) Select an area agreed upon and 
base the rating of the stripe on this 
area. 

{2) Grade individual segments of 
the stripe (wheel tracks, center areas, 
etc.) and average these gradings. 


3 Glossy prints of the photographic reference standards 
showing types of abrasion and erosion are available at a 
nominal charge from A.S.T.M. Headquarters, 1916 Race 
St., Philadelphia 3, Pa. 
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(c) The photographic reference stand- 
ards (Note 2) represent four degrees 
(Nos. 2, 4, 6, and 8) of resistance to abra- 
sion, erosion, or combinations of both, on 
a scale of 0 to 10. Any substrate revealed 
by such failure is readily discernible with 
the naked eye and may be compared to 
the standards and given a numerical 


rating. Gradings between the standards 
may be interpolated, but it is doubtful 
whether the accuracy of grading will 
warrant interpolation in less than unit 
steps. 

Note 2. — The reference standards are photo- 
graphs of 6“in. stripes of white traffic paints on 
concrete. 


Te7itative Method of 

EVALUATING DEGREE OF RESISTANCE OF TRAFFIC 
PAINT TO BLEEDING' 



A.S.T.M. Designation: D 868 “46 T 
Issued, 1946.2 

TMs Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. The photograpliie reference stand- 
ards included in this method are repre- 
sentative of degrees of resistance to 
bleeding of traffic or pavement marking 
paints on road surfaces. The standards 
are intended primarily for comparative 
evaluation. 

Definition 

2. The bleeding characteristic de- 
scribed by these reference standards is 
that conditioii of discoloration mani- 
fested in traffic paint when applied to tar 
or asphaltic-t 3 ?’pe roads. The number 
assigiiLKl to evaluate the degree of bleed- 
ing failure represents in these reference 
standards a measure of the contrast 
between the color of the dry film on a 
nonbleediiig surface and the color of the 
dry film on the test surface. 

Type of Failure 

3. Bleedmgj as defined in Section 2, 
is the only type of discoloration consid- 
ered. in this method. 

1 Under tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee I)“l on Paint, Varnish, Lacquer, and Related 
Products, 

- Accepted bv the Society at annual meeting, June, 
1946. 


Use of Photographic Reference Stand- 
ards 

4. The use of the photographic refer- 
ence standards^ shown in Fig. 1 should 
be as follows: 

(a) In preparing films to compare 
with the reference standards for evaluat- 
ing the extent of bleeding, the paint 
shall be applied to: 

(1) K nonbleecling reference surface, 
and 

(2) The test surface. 

(b) The paint under test shall be 
applied at a film thickness sufficient to 
insure complete hiding, 

(c) The contrast in color between the 
films over the nonbleeding reference 
surface and the test surface shall be 
compared with the reference standards in 
Fig. 1 for a numerical rating (Note). 

NOTE.—The degree of bleeding must neces- 
sarily be a function of both the bleeding surface 
agreed upon and the initial color of the paint; 
for instance, a yellow paint in general would be 
expected to show less bleeding than a white 
paint since its initial color is darker and as a 
consequence the discoloration effect of the 
bleeding surface upon this darker color will be 
minimized. 

Glossy prints of the photographic reference standards 
showing types of bleeding are available at a nominal 
charge from A.S.T.M. Headquarters, 1916 Race St., Phila- 
delphia 3, Pa. 
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Fig. 1. “Degrees of Bleeding. 



Tentative Method oj Test for 
DRY TO NO-PICK-UP TIME OF TRAFFIC PAINT* 



A.S.T.M* Designation: D 711-46T 
Issued, 1943; Revised, 1946.® 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3,j Pa. 

Scope Apparatus 

1. This method describes a laboratory 2. The apparatus as shown in Fig. 1 
test to determine the length of drying shall consist of a small, rubber-tired 



Fig. 1, — ^WeightedflWheei for Dry to No-Pick-Tp Time Test of Traffic Paint. 


time after application for no-pick-up of 
traffic or pavement-marking paint by 
the tire of an automobile. 


* Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Revision accepted by the Society at annual meet- 
June, 1946. 


wheel with roller bearings, mounted on 
an axle so that it rotates freely. The 
axle shall be fitted with knob handles, 
and shall be equally weighted on each 
side. The total weight of the apparatus 
shall be 35 lb. The detailed dimensional 
requirements shall conform to those 
shown in Fig. 1. 
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Procedure 

3. (a) A test strip at least 3 in. in 
width of the paint to be tested shall be 
applied by a mechanical spreader, brush, 
or other suitable means to a clean plate 
glass panel at a wet film thickness of 
0.004 in. The time of application shall 
be recorded. The panel shall be allowed 
to dry in a horizontal position under the 
laboratory conditions specified (prefer- 
ably 25 C. and 50 to 60 per cent relative 
humidity). 

(5) At regular intervals, the weighted 
wheel shall be rolled over the paint 
film without downward thrust b}^ the op- 


erator. The end point for dry to nc- 
pick-up time shall be noted when no 
paint adheres to the rubber tire of the 
test wheel when it isi'olled over the paint 
film. As the, end point is approached 
the weighted wheel shall be rolled over 
the paint film every 30 sec. (Note), The 
time elapsed betwee.n application of the 
paint and the end point shall be reported 
as the drying time for no-pick-up of the 
traffic paint. 

Note.— “Progressive softening of the rubber 
tire by solvent in the paint or solvent used to 
clean the wheel will affect the end point. No 
solvent shall be used to clean the wheel while 
tests are being run. 


Tentative Method of Test for 
EVALUATING DEGREE OF SETTLING OF TRAFFIC PAINT' 



A.S.T.M. Designation: D 869-46 T 
Issued, 1946; Revised, 1946.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test is intended for 
determining the degree of pigment sus- 
pension and ease of remixing a shelf-aged 
sample of traffic paint to a homogeneous 
paint suitable for use in the manner 
intended. 

Apparatus 

2. The apparatus shall consist of the 
following: 

{a) Container , — Standard 1-pt. fric- 
tion-top can paint container 3f in, 
ill diameter and 3| dz iV in. in height. 

(6) Spatula , — Spatula (Note) weighing 
45 dz 1 g. with square-end blade 4| in. in 
length and approximately x| in. in width 
shall be used to examine the paint for 
pigment settling and reincorporation 
characteristics. 

Note. — A suitable spatula for this purpose 
may be prepared by cutting the tip from an. 
ordinary 5-in. flexible steel laboratory spatula 
to the specified length. 

Procedure 

3. (a) The sample to be tested for pig- 

^ ^ Under the standardization procedure of the Society, 
this ineUiod is under the jurisdiction of the A.S.T.M. 
Committee D-l on Paint, Varnish, Lacquer, and Related 
Products. 

2 Accepted by the Society at annual meeting, June, 
1946. Revision accepted by the Administrative Com- 
mittee on Standards, September 9, 1946. 


ment suspension shall be placed in a 1-pt. 
container, filling the can to within | in. 
of the top. The can shall be closed 
tightly and held undisturbed for shelf 
aging of six months or for such other 
periods of time as shall be agreed upon 
by the buyer and the seller. 

(6) The can holding the shelf-aged 
sample shall be opened without shaking 
or agitation, and the sample examined 
without removal of supernatant vehicle. 
The spatula shall be used in determining 
the extent and character of such portions 
of the paint as have separated during 
storage. The condition of the sample 
shall be rated in accordance with 
Paragraph {d). 

(c) After examination of the entire 
sample as described in Paragraph (b), if a 
portion of the pigment has separated out 
to form a firm cake at the bottom of the 
container the supernatant portion of the 
liquid shall be poured off into a clean 
container and held for subsequent use. 
The separated cake shall be then rein- 
corporated by hand stirring with the 
spatula, adding back the liquid in small 
amounts until the pigment has been 
reincorporated to form a homogeneous 
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paint suitable for use in the manner 
intended, or until it is determined that 
the pigment cake cannot be reincor- 
porated by hand stirring. The condition 
of the sample shall be rated in accord- 
ance with Paragraph {d). 

{d) The sample shall be rated for 
degree of settling on a scale from 10 to 0 
in accordance with the following. Inter- 
mediate conditions shall be given the 
appropriate odd number. 

Rating Description of Paint Condition 

10 ..... . Perfect suspension. No change from 

the original condition of the paint. 

8.. A definite feel of settling and a 

slight deposit brought up on 
spatula. No significant resistance 
to sidewise movement of spatula. 


6 Definite cake of settled pigment. 

Spatula will drop through cake 
to bottom of container under its 
own weight. Definite resistance 
to sidewise motion of spatula. 
Coherent portions of cake may be 
removed on spatula. 

4. Spatula will not fall to bottom of 

container tinder its own weight. 
Difficult to move spatula through 
cake sidewi.se and slight edgewise 
resistance. Paint can be remixed 
readily to reincorporate to a 
homogeneous state. 

2 When spatula has been forced 

through the settled layer it is very 
difficult to move spatula sidewise. 
Definite edgewise resistance to 
movement of spatula. Paint can 
be remixed to a homogeneous 
state. 

0 .Very firm cake which cannot be 

reincorporated with the liquid to 
form a smooth paint by stirring 
manually. 


Tentative Method of Test for 
SPECULAR GLOSS OF PAINT FINISHES* 



A.S.T.M. Designation; B 523 - 44 T 

Issued, 1939; Revised, 1941, 1944.2 

TMs Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1, This method of test describes three 
procedures for measuring specular gloss 
of paint finishes as follows: 

Procedure A may be used for the 
classification of any surface regardless of 
the presence of some texture and may 
also be used for measurement of eggshell 
and flat finishes. 

Procedure B is applicable only to sur- 
faces which are free from macroscopic 
structure or texture and is intended for 
measurement of specular gloss over a 
wider gloss range than procedure A. 

Procedure C may be used for the rou- 
tine comparison of the gloss of surfaces 
of low and medium gloss where all sur- 
faces in any group have approximately 
the same diffuse reflectance. 

Note.— P roperties other than specular gloss 
that contribute to the appearance of a finish 
are defined in Appendix I and discussed in Ap- 
pendix II. 


^ 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

* Latest revision accepted by the Society at annual 
meeting, June, 1944. 


Definition 

2. Specular Gloss , — Specular gloss is 
defined as one thousand times the ratio 
of the brightness of the sample when 
illuminated unidirectionally^ and viewed 
in the direction of specular reflection less 
the brightness of the sample when illu- 
minated in the same direction and viewed 
normally,^ to the brightness of the ideal, 
completely reflecting, perfect mirror, 
similarly illuminated and viewed in the 
direction of specular reflection. 

Apparatus 

3. {a) The apparatus shall consist of 
a light source, means for locating the 
surfaces of test objects, and a receptor. 
These three parts shall be combined in a 
rugged instrument with properly col- 
limated source and receptor beams. 
The proper relative positions of the dif- 

3 When the source subtends at the sample a solid angle 
so small that a further decrease will not alter appreciably 
either the angular distribution of the reflected flux or its 
ratio to the incident flux, the illumination is called uni- 
directional. 

< Interchange of source and receptor is permissible. It 
should be noted that procedure C does not measure the 
quantity here defined because it does not provide for sub- 
tracting the brightness of the sample when viewed nor- 
mally from the brightness when viewed in the direction of 
specular reflection. As noted in Section 1, however, pro- 
cedure C has been designed for the rapidgloss comparison 
of surfaces of approximately the same diffuse reflectance. 
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ferent parts of such an instrument are 
shown in Fig. 1.^ 

(b) Angles of Illumination and View, 
—The angle of incidence shall be that 
prescribed in Section 4 (a) or {h). The 
direction of view shall be that of mirror 
reflection. With a front-surfaced mirror 
in a testing position, the reflected beam 
shall be centered on the receptor. Pro- 
vision shall also be made for viewing or 
illuminatmg the sample normally to its 
surface, except in instruments designed 
only for measurements according to pro- 
cedure C. 

{c) Spectral Characteristics of Source 
and Receptor, — The source shall approxi- 
mate standard illuminant C (representa- 


urements® shall be made at 60 deg. with 
the following rectangular source and 
receptor spreads: 


Aperture spread in the plane of 
the centers of the incident and 

Source 

Receptor 

reflected beams 

Aperture spread perpendicular 
to the plane of the centers of 
the incident and reflected 

0.6 deg. 

4.4 deg. 

beams 

3.7 deg. 

11.7 deg. 

Interchange of source and 

receptor 


spreads or the use of different spreads is 


permissible, provided specular gloss 
values obtained do not differ from those 
measured according to the prescribed 
conditions by more than plus or minus 2 
for specular gloss values above 20, or 
by more than plus or minus 10 per cent 
for values equal to or below 20. When 



Fig. 1.— Drawing of Glossmeter Showing Arrangement of Parts. 


tive of average daylight) recommended 
by the International Commission on 
Illumination (I.C.I.), and the receptor 
shall have a spectral sensitivity approxi- 
mating the luminosity factors of the 
standard I.C.I. observer, or equivalent 
source-receptor combinations may be 
used. 

Method of Measurement 

4. (a) Rrocedure A, — To classify sur- 
faces according to specular gloss, meas- 

® Constructions differing from that specified may be 
employed if such constructions are proved to give identical 
results. 


readings in the direction of specu- 
lar reflection are less than 20, each 
reading shall be diminished by an 
amount which will compensate for the 
light diffusely reflected from the sample. 
This may be accomplished by making an 
additional measurement with the source 
normal to the sample and the receptor 
in the same position as before.’^ 


8 Richards. Hunter and Deane B. Judd, “Development 
of a Method of Classifying Paints According to Gloss/’ 
ASTM Bulletin, No.. 97, March, 1939, p. 11 . 

7 In lieu of determining the compensation in the above 
manner, it may be determined by multiplying the apparent 
reflectance, .deoo.oo by 2.S (for most paint films either 
^45*, 0 ® or Ad, 7 / use, oo_ may be substituted for A eoo, o®), when 
instruments employing the source and receptor spreads 
specified above are used. 
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When measured under these condi- 
tionSj surfaces shall be classified as 
follows: 


Surfaces Having 
Gloss Values 

Classed 

As 

Usually Referred to As 

Above 70 

A 

High or full gloss 

70 to 30, excl 

B 

Semigloss or medium gloss 

30 to 6, excl 

C 

Eggshell 

6 to 2, e.tcl 

D 

Flat to eggshell (inter- 

2 and under, ... — 

/ E 

mediate) 

Flat 


{b) Procedtm B . — For the measure- 
ment of specular gloss the following con- 
ditions shall be used: 

Angle of Incidence 


Gloss Range and View, deg. 

High and medium or semigioss 45 

Eggshell 60 

Fiat 70 


For measurement of the specular gloss, 
the following apertures for the source and 


receptor shall be used: 

Source 

Receptor 

Aperture in the plane of the col- 
limator and receptor axes 

Aperture in the /plane perpendic- 
ular to the collimator and recep- 
tor axes 

0.5 deg. 

1 .5 deg. 

3.S deg. 

4.5 deg. 


For samples classified as flat an addi- 
tional measurement with the source nor- 
mal to the sample shall be made with the 
same viewing angle and apertures.^ This 
is necessary in order to correct for the 
diffusely reflected light whose magnitude 
in the case of such samples may be com- 
parable to the specularly reflected light. 
This additional measurement must be 
deducted from the measurement made 
with the source located at the position 
specified above for the determination of 
the mirror reflection, in order to deter- 
mine the specular gloss,® 

{c) Frocedure C . — For measurements 
of specular gloss according to procedure 
C, the 60-deg. iliuminating and “-60- 
deg. viewing conditions specified for pro- 
cedure A shall be used. Values of spec- 
ular gloss according to procedure C are 
therefore always higher than values for 
the same specimens according to proce- 
dure A by the amounts of the diffuse 
corrections required by procedure A. 


8 This procedure should also be carried out for intermed- 
iate, eggshell, medium, andhigh-glosssamples, ifnecessary. 


Specular Gloss Standards 

5. {a) The fundamental specular gloss 
standard shall be the ideal, completely 
reflecting, perfect mirror which is as- 
signed a value of 1000, 

(6) Specular-gloss working standards 
may be highly polished, plane, black- 
glass surfaces for which the reflectance 
may be calculated as a function of angle 
of incidence and the refi'active index by 
using Fresnel’s equation. Polished black 
glass with a refractive index of 1.52 has 
the following values for the several 
angles of incidence shown: 


Angle of Incidence, deg. Specular Gloss 

45 53 

60 92.5 

70 170 


Surfaces of liquids may also be used^ as 
working standards. 

Preparation and Measurement of 

Samples 

6. (a) Samples of the finish to be 
tested shall be prepared on smooth, plane 
panels with or without a ground as may 
be desired. 

(6) For measurement in accordance 
with procedures A or C, the finish shall 
be as free as possible from brush marks 
and other surface nonuniformities. The 
direction of the brush marks or other 
similar texture effects shall be parallel 
to the plane of measurement. 

For measurement in accordance with 
procedure B, the finish shall be free 
from brush marks, orange peel, spray 
wave, and other surface irregularities. 

(c) In making the measurements, 
check-settings on a reference standard 
which has been calibrated for use under 
like conditions shall be interspersed at 
time intervals sufiflciently brief to insure 
accuracy of the results to within 5 
per cent 

« D. G. Moore and R. S. Hunter, “Use of Liquid Sur- 
faces as Standards of Specular Gloss,’* /. Am. Ceramic 
5<7C., Vol. 24, p. 167 (1941). 

“For determining the specular gloss of speciniens 
similar in reflecting characteristics to an available stand- 
ard, larger apertures yield equally accurate results which 
are often more precise. 
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(d) At least three portions of the 
surface of the test specimen shall be 
measured to give an indication of the 
degree of surface uniformity and provide 
an average which is t37pical of the sur- 
face. If any portion of the test surface 
differs from the average in specular gloss 
by more than 5 per cent the panel shall, 
unless otherwise agreed, be discarded. 


Report 

7. (a) Unless otherwise specified, , the 
value of specular gloss shall be reported 
in terms of a perfectly reflecting mirror 
which has been assigned a value of 1000. 

(b) The angle of incidence shall be 
reported. 

■ (c) The method of preparation and the 
film thickness shall be stated whenever 
possible. 


APPENDIX I 


Definitions of Five Types of Gloss Not Involved in Present Method of 

Test 


Al. (a) Gloss . — Gloss is the property of a 
surface by which it reflects light specularly. 

(b) Glossiness . — Glossiness of a surface is the 
appearance ascribable to its gloss. 

(c) Apparent Reflectance . — Apparent reflec- 
tance of a sample is the reflectance which a 
perfectly diffusing surface would require in 
order to yield the same brightness as the sample 
under the same conditions of illumination and 
viewing. 

(d) Sheen . — Sheen is specular gloss at near 
grazing angles of incidence and reflection. 

(e) Contrast Gloss . — Contrast gloss is ex- 
pressed as a fraction whose denominator is the 
apparent reflectance of the sample when 
illuminated in a direction other than perpen- 


dicular and viewed in the direction of specular 
reflection, and whose numerator is the same 
apparent reflectance diminished by the apparent 
reflectance of the sample identically illuminated 
but viewed perpendicularly. 

(/) Distmctness-of-Image Gloss. — Distinct- 
ness-of-image gloss is indicated by the faith- 
fulness with which the surface produces mirror 
images of objects. 

(g) Absence-qf-Bloom Gloss. — Absence-of- 
bloom gloss is indicated by freedom from 
haziness bordering a high light. 

(h) Surface-Uniformity Surface-uni- 

formity gloss is revealed by the degree of 
freedom of relatively high-gloss surfaces from 
visible local variations. 


APPENDIX II 


Discussion of Definitions 


A2. (a) Apparent Reflectance . — In the meas- 
urement of gloss one deals mainly with uni- 
directional illumination; for such illumination 
apparent reflectance is a function of the altitude 
and azimuth of the illuminating beam, and the 
altitude and azimuth of the direction of view. 
The gloss of a surface is completely specified 
by these unidirectional apparent reflectances 
and is the degree to which apparent reflectance 
varies with angle. Of principal importance 
are the specular and near-specular directions of 
reflection. 

In actual cases six determinations correspond- 
ing to the six types of gloss defined above have 
been found sufiScient Five of these may be 


expressed as functions of apparent reflectance in 
the plane of the illuminating beam and normal to 
the surface using the symbol ^4 for apparent 
reflectance where the first subscript indicates 
the direction of the illuminating beam measured 
from the normal, and the second subscript 
similarly indicates the direction of view. 

(5) Specular Glossy Sheen . — The reference 
standard used in calculating specular gloss or 
sheen is the perfectly reflecting mirror. The 
working standard is customarily a piece of 
polished black glass whose specular reflectance 
is calculated by the Fresnel law from its index of 
refraction. If angle of illumination and the 
sizes of illuminating and viewing apertures are 
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Stated, specular gloss (GJ and sheen iG^h) are 
given by the formula: 


Gs or G,h == 1000 


i ( sample) 

\ B 9 .^q (standard) 


) 


Where: 

— brightness for equal angles of viewing 
and illumination, and 

Bs,q «= brightness for the same angle of il- 
lumination and normal viewing 
(conditions of viewing and illumi- 
nation may be reversed). 

\€) Contrast Gloss . — If angle of illumination 
and sizes of illuminating and viewing apertures 
are stated, contrast gloss, (?«, is given by the 
formula: 

Ore — ~ 


(d) Distinctmss-of-Image Gloss. — Distinct- 
ness-of-image gloss depends on the rate of 
change with angle of incidence of apparent 
reflectance for a direction of view deviating 
from the direction of specular reflection by a 
small angle (perhaps from 1 min. to 1 deg.). A 
possible quantitative definition of this type of 
gloss Gi is: 

, dAi^ —0 


Gi 


di 


h-\~ 


dAi,.^ 

di 


where: 

^ s=s $ 4- 

U =» a small angle of the order of 1 min. to 
1 deg,, and 

ie = an arbitrary constant which should be 
adjusted once for all to give a con- 
venient scale. 


Distinctness-of-image gloss may also be ex- 
pressed as a function of the least angular 
separation, M, of two linear elements in the 
illuminant which are resolved in the image. 
This might give: 

(e) Absence-of’Bloom Gloss,— Bloom may be 
exhibited by surfaces whose distinctness-of- 
image gloss is high and may be quantitatively 
described by the difference between the apparent 
reflectance of the specimen a few degrees 84> 
(perhaps 5 deg.) from the direction of mirror 
reflection and the apparent reflectance many 
degrees A<f) (perhaps 45 deg.) from it. Absence- 
of-bloom gloss (Gb) might be indicated by: 


-h — 4ff,-(0_A<^))] 

Bloom is haziness near a high light. It may 
be caused by a smear of foreign substance (such 
as grease) on a plane surface, by small dis- 
continuities in the surface itself, or by light- 
scattering elements beneath the surface. Bloom 
from the first two sources is usually an un- 
desirable quality because it may be the 
indication of a cleaning process not quite 
successful, or of the incipient breakdown of a 
glossy paint film. Bloom from the third 
source, is, however, frequently a desired quality, 
and light-scattering materials are sometimes 
introduced for the purpose of producing it. 
Such a paint is sometimes said to have a '‘satiny’’ 
finish. 

(J) Surface-Uniformity Gloss . — ^The depend- 
ence of glossiness upon the presence of surface 
nonuniformities is definite for samples of high 
gloss, less definite for surfaces of eggshell finish, 
and obscure or absent for surfaces of nearly flat 
finish. Surface nonuniformities probably in- 
fluence judgments of distinctness-of-image gloss 
more than judgments of other types. Surface 
nonunifonnities include both the regular or 
semiregular nonuniformities sometimes called 
texture (brush marks, orange peel, marks 
exhibited by etched, pitted, scratched, or wavy 
surfaces and so on) and the irregular nonuni- 
formities (blotches, isolated scratches, pits, 
waves, cracks, lines or spots, and so on). Thus 
far, surface nonuniformity has been treated by 
visual judgments and by photographs which 
serve to record the amount and kind of non- 
uniformity. 

(g) Characteristic Appearance of Each Type of 
Gloss i and Range in which Each Is Most Prev- 
alent: 


Type of Gloss 

1 

Characteristic i 
Appearance 

Glossiness Range 
in Which Preva- 
lent 

Specular gloss 

Brilliance of high 

Medium glossi- 

Sheen j 

lights, shini- 
ness 

Shininess at graz- 
ing angles 
Contrast between 

ness 

Low glossiness 

Contrast gloss 

Low glossiness 

Distinctness-of- 

specularly re- 
flecting areas 
and other areas 
Distinctness and 

High glossiness 

image gloss 

Absence-of-bloom 

sharpness of 
mirror images 
Absence of smear 

High glossiness 

gloss 

Surface-uniformity 

or excess semi- 
specular reflec- 
tion adjacent to 
higli lights 
Surface uniform- 

Medium to high 

gloss 

ity, freedom 

glossiness 

from visible 
nonuniformi- 
ties 



Tentative Method of Test for 

DAYLIGHT 45 DEGREE, 0 DEGREE APPARENT REFLEC- 
TANCE OF PAINT FINISHES* 



A.S.T.M. Designation: D 771 - 44 T 

Issued, 1944,2 

This Tentative Method has been approved by the sponsoring committee 
and accepted b}' the Society in accordance with estaiilished procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia Pa. 


Scope 

1. This method of test covers a pro- 
cedure for daylight 45 deg., 0 deg. appar- 
ent reflectance of paint finishes. The 
combination of illumination at 45 deg. 
with perpendicular viewing as prescribed 
in this method is in accord with the 
recommendation of the International 
Commission on Illumination as the 
standard condition for the colorimetry of 
opaque surfaces^ because it represents a 
satisfactory average of the directional 
conditions under which the nonglossy 
attributes of surface colors are observed 
in everyday life. Values of daylight 
45 deg., 0 deg. apparent reflectance are 
therefore useful and are widely used for 
designating the approximate daylight 
diffuse reflectances of opaque surfaces 
and for indicating the lightnesses which 
these surfaces will appear to have. 

^ Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-1 on Paint, Varnish, Lacquer, and Related Prod- 
ucts. 

2 Accepted by the Society at annual meeting, June, 
1944. , , 

» Froceedings, Eighth Session, Commission Interna- 
tionale de FEclairage, Cambridge, England, September, 
1931, pp. 19-29. See also Standard Method of Test for 
Spectral Characteristics and Color of Objects and Mate- 
rials (A.S.T.M, Designation: B 307), which appears in 
this publication, see Contents in Numeric Sequence of 
A.S.T.M. Designations at front of book. 


NoTE.—Values of luminous apparent reflect 
ance for nearly perpendicular illumination and 
nearly completely diffuse viewing are also em- 
ployed for the same two purposes. Two geom- 
etries of this sort are employed by the General 
Electric recording photoelectric spectrophoto- 
meter and by other reliectometers; in one 
geometry, the viewing fails to be completely 
diffuse chiefly because some light is lost in the 
direction of the illuminating beam, in the other 
geometry, light reflected along any of a group 
of angles surrounding the direction of specular 
reflection is purposely kept from the receptor. 
With surfaces which are both of light color (45 
deg., 0 deg. luminous apparent reflectance more 
than 50 per cent) and nearl}^ or quite devoid of 
gloss, values of apparent reflectance for the 45 
deg., 0 deg. and 0 deg, diffuse geometries are 
nearly identical. For surfaces which are either 
somewhat glossy or dark colored, values of 0 
deg. diffuse luminous apparent reflectance are 
generally higher than values of 45 deg., 0 deg. 
luminous apparent reflectance. With dark 
surfaces in particular, the inclusion of light 
reflected along or near the direction of specular 
reflection in measurements by instruments 
employing the 0 deg. diffuse geometry causes 
these instruments to give values of apparent 
reflectance that are too high to accord with 
lightness ratings made visually. 

Definition 

2. Daylight 45 deg,^ 0 deg. Apparent 
Reflectance . — The dajdight 45 deg., 0 deg. 
apparent reflectance of a surface is de- 
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fined as the daylight reflectance an 
ideally diffusing specimen would have to 
.have to appear as bright as the test speci- 
men when both are illuminated at 45 
deg. by I.CJ. illuminant O (daylight) 
and viewed perpendicularly by a normal 
observer possessing the I.C.I. luminosity 
function.® , 

Apparatus 

3. (a) Spectral Characteristics , — The 
source shall approximate standard illu- 
minant C (representative of average 
daylight) recommended by the Inter- 
national Commission on Illumination 
(I.C.I.),® and the receptor shall have a 
spectral sensitivity approximating the 
luminosity function of the standard 
I.C.I. observer® or equivalent source- 
receptor combinations may be used. 

{b) Geometric Characteristics. — Illumi- 
nation shall be within 4 deg. of, and cen- 
tered about, a direction 45 deg. from the 
perpendicular to the test surface; viewing 
shall be within 15 deg. of, and centered 
about, the perpendicular. The above 
directions of illuminating and viewing 
may be interchanged giving the equiva- 
lent 0 deg., 45 deg. conditions. 

Note.-— The Hunter multipurpose reflecto- 
meter, used with green filter in the manner 
described by Richard S. Hunter, “A Multipur- 
pose Photoelectric Reflectometer,” Research 
Paper RF 1345, Nat. Bureau Standards, No- 
vember, 1940, meets the requirements prescribed 
in Section 3. 

Standards 

4. {a) Primary Standard . — ^The pri- 
mary standard is the ideal, completely 
reflecting, perfectly diffusing surface. 
Experiment has showm that a freshly 
smoked surface of magnesium oxide pre- 


pared according to the instructions in 
National Bureau of Standards Letter 
Circtdar LC 547 (1939) is n6t signifi- 
cantly different from the primary stand- 
ard in its power to reflect light perpen- 
dicularly when illuminated at 45 deg. 
(yVarning: Surfaces of magnesium car- 
bonate or aged surfaces of MgO may be 
significantly lower in apparent reflect- 
ance than freshly prepared MgO). 

{b) Working Porcelain- 

enameled metal plaques or other mate- 
rials known to be reasonably permanent 
in their reflective properties can be cali- 
brated and used as working standards of 
daylight 45 deg., 0 deg. apparent reflect- 
ance. For each measurement, it is 
recommended that the available working 
standard closest in daylight 45 deg., 0 
deg. apparent reflectance to the sample 
be chosen. 

Preparation of Sample 

5. For the daylight 45 deg., 0 deg. 
apparent reflectance of a given system 
of coating-on-ground, instructions for the 
preparation of the system shall be fol- 
lowed. For the daylight 45 deg., 0 deg. 
apparent reflectivity of a paint material, 
sufficient coats of the material shall be 
applied to a white vitreous-enamel, sized 
cardboard, or other suitable panel until 
an additional coat produces no measur- 
able change in the reflectance reading. 
In either case the last coat shall be 
allowed to dry thoroughly in a well- 
lighted room or cabinet free from dust 
or fumes. 

Report 

6. Unless otherwise specified, values of 
daylight 45 deg., 0 deg. apparent reflect- 
ance shall be reported to the nearest 1 
per cent. 



Tentative Specifications fior 

WOOD TO BE USED AS PANELS IN WEATHERING TESTS 
OF PAINTS AND VARNISHES^ 



A,S.T.M« Designation: D 358 - 44 T 
Issued, 1944.® 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadeiphia 3, Pa. 


Purpose and Scope ' 

1. These specifications designate woods 
for weathering tests on exterior oil 
paints and other materials of similar 
purpose. Such tests may include either 
outdoor exposure tests or accelerated 
laboratory tests. According to experi- 
ence, the wood used as a test surface has 
a marked bearing upon weathering 
results, especially in accelerated labora- 
tory tests or 45-deg. outdoor exposures. 
It is the purpose of these specifications 
to maintain more uniformity of the in- 
fluence of the wood, particularly in 
cooperative work among different labora- 
tories. The cedar and white pine,, as 
specified, are desirable for determining 
general durability factors. Cedar, as 
specified, is affected less by the exposure 
conditions and is preferred for acceler- 


^ Under the standardization procedure of the Society, 
these specifications are under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

» Accepted by Committee E-10 on Standards, August 
28, 1944. 

Prior to their present publication as tentative, these 
specifications were published as tentative from 1933 to 
1938, being revised in T93S. They were adopted in 1938, 
published as standard from 1938 to 1944, but yrere with- 
drawn, revised, and republished as tentative in 1944. 


■ated tests (laboratory >Ed 45-deg. out- 
door exposures) to avoid the masking of 
the true failure characteristics .of the 
coating by unusual changes in the wood 
surface. Redwood, as specified, may be 
substituted for western red cedar when 
such substitution is, mutually agreed 
upon, or when the specified grade of 
western,' red cedar is not available. 
From the standpoint of, being affected 
by exposure conditions, white pine, as 
specified, represents an intermediate 
wood. Southern yellow pine, as speci- 
fied, emphasizes the influence of wood on 
adhesion and durability of the coating. 

Western Red Cedar 

Species 

2. The material for test panels shall 
be western red {Thuja plicai-a). 

Weight per Cubic Foot 

3. The wood shall weigh 22 to 23 
lb. per cu. ft. The weight shall be 
determined after at least one week’s 
storage in a protected, dry, warm atmos- 
phere (approximately 70 F. (21 C.)). 
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Specifications for Wood Panels (D 358 - 44 T) 


Cliaracter of Wood 

4. The material shall be close grained, 
as nearly edge grain as possible and in 
no section to vary more than 45 deg. 
from edge grain. The surfaces shall be 
smoothly planed and sanded. 

Thickness of Panels 

5. The minimum thicknesses (Note) 
in proportion to width (across the grain) 
shall be as follows: 

Panel Width, in. Minimum Thickness, in. 

3 and under f 

Over 3 to 6, inci 

Over 6 f 

Note. — M inimum thicknesses in proportion 
to width (across the grain) do not apply to 
panels made of clapboard or siding of com- 
mercial types, which shall be used as regularly 
marketed. 

White Pine 

Species 

6. The white pine wood shall be re- 
stricted to northern white pine {Pimis 
strobus) and Idaho white pine {Piniis 
monticola). 

Weight per Cubic Foot 

7. The wood shall weight 24 to 26 
lb. per cu. ft. when wood is in equilib- 
rium with air at 60 to 65 per cent relative 
humidity and 69 to 71 F. (20.5 to 
21.6 C.) (wood at approximately 12 per 
cent moisture content). 

Character of Wood 

8. (a) The wood shall be free from 
knots, pitch pockets, pitch streaks, and 
other defects. The number of annual 
growth rings per inch along the radius of 
the log from which obtained shall be not 
less than 18. The surfaces shall be 
smoothly planed and sanded. 

(6) The wood shall be selected as edge 
grain or flat grain as desired. Speci- 
mens in which the annual growth rings 
intersect the planed test surface at an 


angle of 45 deg. or more shall be consid- 
ered edge grain, and similarly speci- 
mens in which the intersection is at an 
angle of 15 deg. or less shall be con- 
sidered as flat grain. The test surface 
of flat grain wood shall be on the bark 
side. 

Thickness of Panels 

9. The minimum thicknesses (see 
Note, Section 5) in proportion to width 
(across the grain) shall be as follows: 

Panel Width , in . Minimum Thickness, in . 

3 and under.. ^ 

Over 3 to 6, incl i 

Over 6 | 

Southern Yellow Pine 
Species 

10. The material for test panels shall 
be southern yellow pine, suitable for 
siding purposes. It is not to be limited 
to a single species, but shall conform to 
the requirements prescribed in Sections 
11 and 12. 

Weight per Cubic Foot 

11. The wood shall weigh 32 to 38 lb, 
per cu. ft. when wood is in equilibrium 
with air at 60 to 65 per cent relative 
humidity and 69 to 71 F. (20.5 to 
21.6 C.) (wood at approximately 12 per 
cent moisture content). 

Character of Wood 

12. {a) The wood shall be free from 
knots, pitch pockets, pitch streaks, and 
other defects. The number of annual 
growth rings per inch along the radius of 
the log from which obtained shall be not 
less than 7 nor more than 9. The sur- 
faces shall be smoothly planed and 
sanded. 

{h) The wood shall be selected as flat 
grain; specimens in which the annual 
growth rings intersect the planed test 
surface at an angle of 15 deg. or less 
shall be considered as flat grain. 
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Thickness of Panels 

13. The mmimum thicknesses (see 
Note, Section 5) in proportion to width 
(across the grain) shall be as follows: 

Panel Width, in. Minimum Thickness, in. 

3 and under.. A 

Over 3 to 6, ind 1: 

Over 6... I 

Redwood 

Species 

14. The material for test panels shall 
he redwood {Sequoia sempervirens). 

Weight per Cubic Foot 

15. The wood shall weigh 28 to 29 lb. 
per cu. ft. at 12 per cent moisture con- 
tent. The weight shall be determined 
after at least one week’s storage in a 
protected, dry, warm atmosphere (ap- 
proximately 70 F. (21 C.)). 


Character of Wood 

16. The material shall be close 
grained, as nearly edge, grain as possi- 
ble, and in no section to vary more than 
45 deg. from edge grain. The number 
of annual growth, rings per inch along 
the radius of the log from which obtained 
shall be not less than 1 8. The wood shall 
be free of knots, oil streaks, and other de- 
fects such as wavy burl ..grai.n. The sur- 
faces shall be smoothly planed and sanded. 

Thickness of Panels 

17. The minimum thicknesses (see 
Note, Section 5) in proportion to width 
(across the grain) shall be as follows: 

Panel Width, in. Minimum Thickness, in. 

3 and under f 

Over 3 to 6, incl ^ 

Over 6 f 



Tentative Method oj 

EVALUATING DEGREE OF RESISTANCE TO FLAKING 
(SCALING) OF EXTERIOR PAINTS OF THE 
LINSEED-OIL TYPE^ 



A.S.T.M, Designation: D 772 - 44 T 
Issued, 1944.2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. The photographic reference stand- 
ards included in this method are 
representative of degrees of resistance 
to flaking (scaling) of linseed-oil-type 
exterior paint films on wood surfaces. 
These standards are primarily intended 
for comparative evaluation. 

Definition 

2. Flaking (scaling) is that phenome- 
non manifested in paint films by the 
actual detachment of pieces of the film 
itself either from its substrate or from 
paint previously applied. Flaking (scal- 
ing) is generally preceded by cracking or 
checking and is the result of loss of ad- 
hesion, usually due to stress-strain fac- 
tors coming into play. 

Type of Flaking (Scaling) 

3. Only one type of flaking (scaling) 
is recognized, as defined in Section 2. 


1 Under the standardization procedure of the Society, 
this method is under theS jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
P oducts. 

2 Accepted by the Society at annual meeting, June, 1944. 


Use of Photographic Reference Stand- 
ards 

4. The use of the photographic refer- 
ence standards^ shown in Fig. 1 requires 
the following precautions: 

(a) Care must be taken not to con- 
fuse various types of failure that may be 
present on the same surface. 

(Z>) It must be realized that degree of 
failure will vary over any given area. 
Therefore, an average portion of the film 
should be used for comparison. 

(c) In technical literature, a distinc- 
tion is sometimes made between flaking 
and scaling. In most cases, however, 
flaking and scaling refer to the same 
phenomenon. In some instances, the 
term flaking is used to describe the de- 
tachment of pieces of film less than 
J in. in size, and scaling, the detachment 
of pieces over J in. in size. In other 
instances, the term flaking is used to de- 
scribe the detachment of pieces of film 

3 Copies of the Exposure Standards Manual prepared 
by the Federation of Paint and Varnish Production Clubs, 
giving actual photographs of various types of failures of 
exterior paints, may be obtained from the Secretary of 
the Federation, 704 Weightman Building, 1524 Chestnut 
St., Philadelphia 2 Pa. 
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No, 4 

Fig. 1. — Degrees of Flaking (Scaling) 
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from the immediate undercoat (inter- 
coat failure) and scaling the detachment 
of pieces from the base (complete fail- 
ure). It should be kept in mind that 
the flakes may vary widely in size and 
shape from those illustrated by the refer- 
ence standards in Fig 1, varying from a 
fraction of an inch to several inches in 
size. 

(d) Peeling should be considered as an 
aggravated form of flaking (scaling) and 


not as a different type of failure. It is 
frequently due to, a moisture condition 
and when this is evident it should be 
taken into .consideration in any evalua- 
tion. 

(e) For convenience in recording data 
obtained, the record sheet approved by 
the Federation of ,, Paint ' and Varnish 
Production Clubs is recommended.^, 

* These record sheets may be obtamed from the Palm- 
erton Printing Co., Palmerton, Pa., or from the American 
Society for Testing Materials, 1916 Race St., I Philadel- 
phia 3, Pa. 


Tentative Method of 

PREPARATION OF STEEL PANELS FOR TESTING PAINT, 
VARNISH, LACQUER, AND RELATED PRODUCTS ^ 



A.S.T.M. Designation: D 609 - 46 T 
Issued, 1941; Revised, 1945, 1946. 2 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use ])ending adoption as standard. Suggestions for revisions should 
1)0 addrc‘ssed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method prescribes the type of 
steel panel and the procedure to be fol- 
lowed in its preparation for testing paint, 
varnish, lacquer, and related products. 

Test Panels 

2. The test panels shall be prepared 
from new iDrime cold-rolled steel, No. 20 
to No. 24 gage (0.0375 to 0.0250 in.), 
that has lieen oiled at the mill and is 
free of rust. The steel shall conform 
to the Standard Specifications for Cold- 
Rolled Strip Steel (A.S.T.M. Designa- 
tion: A 109)=^ and shall have a Rockwell 
hardness of 55 to 65 on the ‘'IT ^ scale. 
It shall have a velvet or satin finish 
equal to that commonly known in the 
trade as the Carnegie-Iliinois Steel 
Corporation's No. 5 finish. The panels 
shall be not less than 2f by 5| in. in size 

y Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

2 Latest revision accepted by the Administrative Com- 
mittee on Standards, September 9, 1946. 

2 1946 Book of A.S.T.M'. Standards, Part I-A. 


and all edges and corners shall be smooth 
and uniformly rounded. 

Preparation of Test Panels 

3. The test panels, free of rust, shall 
be prepared for coating by one of the 
following procedures: 

Procedure .^1, for Testing on Steel 
Without Chemical Treatments — The test 
panels shall be cleaned without sanding 
or abrasion of the surface by the use of 
suitable grease-removing solvents (tolu- 
ene, light naphtha, or triclilorethylene 
type vapors) so that the surface shows no 
water break when immersed in distilled 
water. The panels shall then be im- 
mersed in alcohol (ethyl, isopropyl, or 
deiiaturated alcohol)/ removed, and al- 
lowed to dry at a temperature between 
125 and 200 F. The panels shall then 
be cooled to room temperature and 
coated immediately, or they shall be 
stored in a desiccator until ready for 
finishing. 


<The following specially denatured alcohol formulas 
are suitable: S.B. 2-B, S.D, 3-A, S.D. 12-A, S.D. 13-A, 
S.D. 23-A, S.D. 28, S.D. 30, S.D. 32, S.D. 35, and S.D. 35-A. 
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Frocedim 13, for Testing on Phosphate- 
Coated Steel.— Tht. test panels shall be 
cleaned without sanding or abrasion of 
the surface by the use of suitable grease- 
removing solvents (toluene, light naph- 
tha, or trichlorethylene type vapors) 
so that the surface shows no water 
break wlien immersed in distilled water. 


.The panels shall then be .subjected to a 
phosphate soliition until a uniform 
phosphate coating is obtained. The 
conditions of . the phosphate treatment 
shall be agreed upon by the purchaser 
and tlie seller. , The' panels shall then 
be coated, or they shall be, stored in a 
desiccator until ready for finishing, ; , 


Tentative Methods for 

PRODUCING FILMS OF UNIFORM THICKNESS OF PAINT, 
VARNISH, LACQUER, AND RELATED PRODUCTS 
. ON TEST PANELS » 



A.S.T.M. Designation: D 823 - 45 T 

Issued, 1945.2 

These Tentative Methods have been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These methods cover three pro- 
cedures for producing films of uniform 
thickness of paint, varnish, lacquer, and 
related products on test panels. The 
three procedures (Note) included are as 
follows: 

Procedure A. Automatic Spraying 
Machine, 

Procedure B. Automatic Dip-Coater, 
and 

Procedure C. Automatic Doctor 
Blade Applicator. 

Note .—It should be noted that, whereas, 
uniform thickness films may be applied by these 
three procedures, the surface structure of films 
of a given finishing material will vary somewhat 
with the method used. For example, a finishing 
material which may produce a slight orange-peel 
finish when applied by the automatic spray may 
produce an entirely smooth surface when applied 
by the dip-coater . An exterior house paint or a 
thixotropic interior flat finish may show brush 
marks when applied by brushing on a panel but 

1 Under the standardisation procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.m. 
Committee D-1 on Paint, Varnish, Lacquer, and Related 
Products. 

s Accepted by Committee E-10 on Standards, August 
27 , 1945 . 


will give a uniformly smooth surface when 
applied by the automatic doctor blade. These 
differences in films applied by the various meth- 
ods should be given due consideration before 
comparing the films for physical characteristics. 
Each method produces a film with characteristics 
peculiar to the specific method used. 

Procedure A. Automatic Spraying 
Machine 

Outline of Method 

2. {a) All types of finishing materials 
may be applied by this procedure. The 
test panels should have flat surfaces and 
should not exceed 6 by 24 by 1 in. in size. 
In order to obtain maximum uniformity 
the panel should not exceed 4 in. in 
width. 

(6) The spray gun is made to move at 
a constant rate (arbitrarily selected) over 
the panel, or panels, to be sprayed. The 
film obtained in this manner is dried and 
the thickness determined to the nearest 
0.1 mil (0.0001 in.). Assuming that the 
film thickness is inversely proportional 
to the speed of travel of the spraying 
mechanism (film thickness decreases with 
increased speed, other factors being con- 
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stant) it is possible to establish the speed 
required for any film thickness desired* 
The speed of the spray gun may be varied 
by changing the gear ratios employed in 
the driving mechanism and their selec- 
tion is facilitated by a graph in which 


(2) The gun, including no'zzle, stem, 
pot, etc., shall be kept clean at all times: 
Small foreign particles in the material or ' 
air ports of the gun will nullify, any at- 
tempt to obtain a uniform film thickness. 

(J) The, mechanical parts of the ma-. 



film thickness is plotted against various 
gear ratios. 

Apparatus 

3. (a) The automatic spraying ma- 
chine® shall consist of a spray gun which 
may be moved over the test panel at an 
arbitrarily selected rate. The spraying 
machine is shown in Figs. 1 and 2. 

{b) In order to obtain maximum effi^ 
ciency of the apparatus the following pre- 
cautions shall be taken: 

(i) An oil-free air supply shall be in- 
sured by frequent examination and clean- 
ing of the oil filter employed. 

* Information regarding the commercial source of such 
an instrument may be obtained from the Secretary of 
Committee B-l, Mr. C. H. Rose, National Lead Go., 
105 York St., Brooklyn 1, N. Y. 


chine shall be cleaned as often as neces- 
sary and all bearing surfaces shall be oiled 
and greased at least once a month. 

Procedure 

'4. {a) Standardization , of Automatic 
Spraying Machine.— TAxt automatic 
spraying machine shall be connected to a 
suitable source of electrical power and 
the speed of travel of the spray gun carry- 
ing post shall be checked as follows: One 
set of interchangeable gears at a time 
shall be placed in position as shown in 
Fig. 1 and the speed of the post in seconds 
per foot shall be noted and shall agree 
with that shown on the graph in Fig. 3. 
If the gears do not provide the speeds 
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shown in Fig. 3, the machine shall be will depend on the conditions of spray- 
lubricated thoroughly at all bearing desired for a particular material, and also 
points. If this does not correct the diffi- on the thickness of the panel being 
culty the entire driving mechanism shall sprayed. The gun which has been fitted 
be checked for mechanical faults. with an adapter to direct the spray down- 

(b) Spraying of ■Finish Specimens . — ward shall be fastened to the container 
The material to be sprayed shall have its and the proper air pressure to atomize 
consistency^ properly adjusted and then completely the material shall be applied 
recorded. It shall then be filtered into by regulation of the air control valve. 



Fig. 2,— Automatic Spraying Machine Ready for Operation, Procedure A. 


the paint container through a suitable 
strainer. The container shall then be 
bolted to the carrying post. There are 
two mounting holes in the post and the 
selection of the proper mounting position 


< To insure a wet coat the following consistencies are 
usually employed: For lacquers 36 to 40 sec,, and for 
enamels 45 to 60 sec;, using the cup with a diameter of 
orifice of 0.07 ± 0.0001 in. as prescribed in the Standard 
Methods of Testing Nitrocellulose Clear Lacquers and 
Lacquer Enamels (A.S.T.M. Designation: D 333), see 
p. 1117. 


An air pressure of 40 to 60 lb. is usually 
employed. The spray gun,® while sta- 
tionary, shall be tested for correct spray 
pattern by allowing a momentary spray 
to be deposited on a piece of paper placed 
in the correct position beneath the gun. 
Adjustments of the air pressure, material 
flow, and spray pattern controls shall be 

® Any spray gun which will provide a uniform fan-type 
spray pattern at least 6 in. in width is satisfactory. 
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made until the desired pattern and uni- 
formity are obtained. Further refine- 
ments may be effected' in the spray pat- 
tern by modifying the air pressure, the 
type of thinning agent, and the con- 
sistency. The pattern shall be elliptical 
in shape and sufficiently wide to insure a 
uniform weight of material being de- 
posited across the width of the panel to 
be sprayed. For a panel 3 in. in width 
the fan spray should be approximately 
5 in. in width. The positioning of panels 


CURVE NO. MATEREAL NO. THINNER 


(d) A safety switch is attached to the 
hinged cover and the cover must be low- 
ered into place in front of the gears before 
the machine will operate. Care shall be 
taken that the main starting switch is 
turned off before lowering the cover 
guard. 

(e) One or two trial panels shall now be 
centered on the glass strip and the start- 
ing switch mounted beneath the right 
front of the table, shall be thrown on by 
moving the lever to the right. As the 

CONSISTENCY 
A.S.T,M CUP PRESSURE 
THINNING RATIO «Q07 ON CUN 



Fig. S.—Graph Showing Relation of Film Thickness to Gear Ratio and Speed of Gun. 


is facilitated by placing a strip of glass 
or other material 1 by 24 by | in. centered 
in the uniform area along the path of 
travel of the gun. 

(c) When these conditions have been 
met, a set of gears selected at random 
(usually the 85-85 ratio set which gives a 
medium speed) shall be attached to the 
machine by sliding them over the two 
shafts under the left end of the table as 
indicated in Fig. 1. When properly 
placed the gears intermesh. 


gun approaches the panels, travelling 
from left to right, the trigger shall be 
manually operated and kept in the spray- 
ing position until the spray is 2 or 3 in. 
beyond the end of the specimen being 
coated. After the panel or panels have 
been sprayed, the switch shall be re- 
turned to its original position stopping 
the movement of the gun. The trial 
specimens shall then be removed and the 
material shall be baked, force dried, or 
air dried according to its type. 
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(f) The thickness of the coating shall 
he evaluated accurately to the' nearest 
0.1 mil (0.0001 in.) by a suitably 
mounted dial gage or by any other 
method. , The thickness may be. con- 
sidered as the average of at least three 
measurements taken over the surface of 
'..the panel. 

(g) This thickness shall be plotted on 
a graph of the type shown in Fig. 3. 
Since the relationship between the gear 
ratio (or speed of travel) and the thick- 
ness of coating is linear, a straight line 
may be extended through this point to 
the origin at tlie lower left corner of the 
chart. From this curve (straight line), 
other factors being constant, the gear 
ratio necessary for obtaining any desired 
thickness within the limits of the graph 
may be directly obtained. 

(h) Before spraying the actual test 
specimens an additional trial panel may 
be run at the determined gear ratio to 
check the desired thickness and to elimi- 
nate possible error. 

(i) Having determined the proper gear 
ratio, the panels to be sprayed® shall be 
centered on the glass strip and the ma- 
chine operated as in the case of the trial 
panels. 

(j) Individual thickness readings taken 
over the area of the finished panel shall 
not deviate from the average value by 
more than plus or minus 0.05 mil. 

Procedure B. Automatic 
Dip-Coater 

Outline of Method 

5. (a) In this procedure the type of 
finishing materials to be applied is limited 
to those which flow out to smooth films 
when dipped. The test panels should 
not exceed 12 in, in length but the width 
may be varied up to 12 in. if a suitable 
counterweight is used and dip tank 

® When spraying multicoat finishes it is usually desir- 
able to reverse the panels for each subse<^uent coat, to 
compensate for any slight differences which may exist 
m the spray pattern. ■ 


provided, A number of panels may be 
dipped at one time by use of a multiple 
hook. 

(6) The automatic dip-coater shall 
consist of a motor to which a pulley is 
attached by means of a bracket as shown 
in Fig. 4. Attached to the shaft of the 
motor shall be a stepped-cone pulley 
around which a cord may be wound. 



Fig. 4. — ^Automatic Dip-Coater for Procedure B, 


The cord shall have a hook on each end, 
one to attach the test panel and the other 
to attach a counterweight The panel 
shall be lowered by hand into a tank 
containing the finishing material. Move- 
ment of the motor will withdraw the 
panel from the tank at a rate depending 
on the size of the pulley around which 
the cord has been wound. The coated 
panel shall be maintained in a vertical 
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position until dry and the film thickness 
determined by any standard method. 
The film thickness will be a function of 
the viscosity of and the percentage of 
solids in the finishing material, and the 
rate of withdrawal of the panel from the 
finishing material. 

Apparatus' . 

6. The automatic dip-coater® shall 
consist of a mechanism which will with- 
draw a panel from a tank of finishing 
material at a predetermined rate. The 
apparatus shall be supported on a suit- 
able stand as shown in Fig. 4. 

Procedure 

7, (a) The test panel shall be cleaned 
in any approved manner and the finishing 
material adjusted for viscosity and per- 
centage of solids. The percentage of 
solids will vary widely with the degree of 
pigmentation and type of finishing mate- 
rial. The viscosity range^ for normal 
film thickness (0.5 to 2.0 mils) has been 
shown to be 1 to 2.5 poises (30 to 85 sec., 
O.lO-in. orifice A.S.T.M. cup^). 

(5) The cleaned test panel shall be 
placed on the hook attached to the cord 
and lowered by hand into the tank con- 
taining the finishing material. Jhe cord 
shall have been given one complete wind 
around the pulley of the correct dze to 
give the desired rate of withdrawal. Ex- 
perience has shown that rates of with- 
drawaP greater than 4 in. per min. do not 
give uniform films. The diameters of 
the stepped cone pulley shown in Fig. 4 
are such as to give rates of withdrawal of 
2, 3, and 4 in. per min, 

(c) The motor shall be started and the 
panel withdrawn at the desired rate, with 
a smooth movement entirely free from 

^ Data covering viscosity, percentage of solids, rates 
of withdrawal, and film thickness for a variety of finishing 
materials are given in the paper by H. F. Payne, **The Dip 
Coater, An Instrument for Making Uniform Films by the 
Dip Method,’^ Industrial and Engineering Chemistry. Vol. 
lS,p. 48 (1943'). 

® See the consistency test described in Section 9 of the 
Standard Methods of Testing Nitrocellulose Clear Lac- 
quers and Lacquer Enamels (A.S.T.M. Designation: 
D333). p. 1118. 


vibration. The coated panel shall be 
maintained in a vertical position until 
dry. The thickness of the coating shall 
be evaluated, accurately 'to the nearest 
0.1 mil (0.0001 in.), ' by '' a ' suitably 
mounted dial ' gage : or^ by any ^ other 
method. ' The thickness : may .be con- 
sidered as the average' of at least; . three 
measurements taken over the surface of 
the panel. Subsequent reproduction of 
the same operating conditions shall give 
the same film thickness. 

(J) The operating conditions (vis- 
cosity, percentage of solids, and rate of 
withdrawal) are specific for a given finish- 
ing material and film thickness and shall 
be determined by trial. Data are avail- 
able^ on a variety of materials and film 
thicknesses to indicate the range re- 
quired. 

Report 

8. The report shall include the fol- 
lowing: 

(1) Type of finishing material, 

(2) Viscosity and percentage of solids, 

(3) Rate of withdrawal, 

{4) Film thickness obtained, and 

(5) Temperature at operating condi- 
tions. 

Procedure C. Automatic Doctor 
Blade Applicator 

Outline of Method 

9. (a) All types of finishing materials 
may be applied by this procedure. Test 
panels for use with the automatic doctor 
blade applicator may be made from any 
suitable material but they should have an 
extremely flat surface. Plate glass has 
been found to be very satisfactory. The 
panels 5 in. in width by 30 in. in length 
are placed in the frame (Figs. 5 and 7) 
and inclined by raising one end of the 
frame to the desired height. Variation 
in the rate of movement of the blade 
down the panel is obtained by changing 
the height. The normal height for the 
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majority of materials will be between 9 A pan is provided at the lower end of the 
and IS in.^ A slight increase in film panel to catch the excess finishing mate- 
thickness is obtained with increased rial in the blade at the end of the run. 
speed of the blade irrespective of the Special blades are provided for two-coat 
clearance of the blade. _ ^ appUcation. These are wider to pre- 

(b) dhe .finishing material is placed vent sliding on the first coat and have a 
in the trough-type doctor blade (Fig. 6) clearance on the bottom edge of both the 
and the blade is then allowed to slide upper and lower walls. The upper-wall 
down the test jianel. The blade is held clearance shall be sufficient to allow for 
in position on the panel by the pins the thickness of the first coat and to give 
and guide rod shown in Fig. 7. The the required thickness of the second coat. 



Fig. 5,“~-Adjustable Base for Supporting Panels, Procedure C. 


DOCTOR BLADE 
CLEARANCE 

GUIDE 
PINS 


‘ INCHES ‘ 

Fig. 6 . — Doctor Blade Trough for Spreading 
Finishing Material, Procedure C. 

blade slides freely and smoothly and 
therefore avoids the slight irregularity in 
movement produced by hand operated 
blades. The trough blade is approxi- 
mately 4|- in. square by 1| in, in depth 
with |-in. walls. The bottom edges of 
three of the walls are in the same plane 
but a definite clearance is provided in 
the fourth wall Blades having any 
specified clearance may be made. Baf- 
fles may be placed in the trough blade 
which will permit two or three finishing 
materials to be applied simultaneously. 




Fig. 7.— Automatic Doctor Blade Applicator 
Finishing Material, Procedure C. 

The lower-wall clearance shall be suffi- 
cient only to prevent rubbing on the 
first coat. 

(c) The coated panel is removed from 
the frame and maintained in a horizontal 
position until dry. The thickness of the 
coating is measured by any approved 
method. 
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Apparatus' 

10. The automatic doctor blade® shall 
consist of an adjustable inclined base for 
supporting the test panel, and a square- 
trough type doctor blade as shown in 
Figs. ;S, 6, and 7.' 

Procedure 

11. (a) The test panel shall be cleaned 
thoroughly in any approved manner and 
placed in the frame. The frame shall be 
raised to a definite height to give the re- 
quired angle of incline. A blade shall be 
selected which will give the required film 
thickness of coating. The thickness is 
affected by the clearance of the blade, 
the rate of movement down the panel, 
and the percentage of solids and type of 
finishing material.® The blade shall be 
placed in position on the panel and the 
finishing material put in it. The blade 
shall move freely and smoothly down the 
panel. The frame shall be lowered im- 
mediately to a horizontal position and 

* Data covering viscosity, percentage of solids, rate 
of blade movement, and film thickness for a variety of 
finishing materials are given in the paper by E. J. Bunn, 
Jr., and C. H. Baier, “Applicator for Preparation of Uni- 
form Paint Films,” Industrial and Enfiincering Chemistry^ 
Analytical Edition, Vol, 13, p. 427 (1941). 


the coated panel removed. The: ' panel 
shall be maintained in a horizontal posi- 
tion until the coating is dry. • 'The thick- 
ness of the coating: shall be . evaluated 
accurately to the nearest 0.1 mil (0.0001 
in.) by' a suitably mounted dial gage or 
by any other method, , ' The ■ thickness' 
may be ^ considered, as. the average ' of : at 
least three measurements taken over the 
surface of the panel. Subsequent repro- 
duction of the same operating conditions 
shall give the same film thickness. 

(b) The film thickness is not controlled 
entirely by the clearance of the blade, 
therefore, the thickness obtained with a 
given finishing material shall be deter- 
mined by actual operation. 

Report 

12. The report shall include the fol- 
lowing: 

(1) Type of finishing material, 

(2) Viscosity and percentage of solids, 

(J) Clearance of blade used, 

(4) Height of frame or angle of incline, 

(5) Film thickness obtained, and 

(6) Temperature at operating con- 
ditions. 


Tentative Method of Test for • 

CHANGES IN PROTECTIVE PROPERTIES OF COATINGS OF 
PAINT, VARNISH, LACQUER, AND RELATED PRODUCTS ON 
STEEL SURFACES WHEN SUBJECTED TO IMMERSION'^ 



A.S.T.M. Designation: D 870 - 46 T 
IsstTED, 1946; Revised, 1946.® 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa, 


Scope 

i 

j 1. This method of test is intended for 
I use in determining the resistance to 
; failure of coatings of paint, varnish, 
lacquer, and related products on steel 
surfaces when immersed in specified 
test liquids. It may be used on coated 
1 steel panels and on coated steel manu- 
factured articles. 

Apparatiss ' 

I 2. The apparatus shall consist of the 
following: 

(a) Container —K suitable container 
made of corrosion-proof material, such 
as glass, earthenware, porcelain-coated 
metal, or similar material. It shall be 
sufficiently large to accommodate the 
test panels or specimens at a spacing of 
not less than J in. between adjacent 

1 Under the standardization procedure of the Society, 
' this method is under tlie jurisdiction of the A.S.T.M. 
i Committee D4 on Paint, Varnish, Lacquer, and Related 

Products. 

2 Accepted by the Society at annual meeting, June, 
1946. Revision accepted by the Administration Com- 
mittee on Standards, September 9, 1946. 

Prior to publication as tentative, this method was pub- 
i lished as Emergency Method ES-3S from 1944 to 1946. 


panels or specimens. Provision shall be 
made for maintaining the temperature 
within the range specified. 

(J) Test Liquid , — ^The test liquid used 
in the container, whether aqueous or 
nonaqueous, shall be as agreed upon by 
the purchaser and the seller. Tap water 
may be used but, because of its variable 
composition, the use of distilled water is 
preferred. 

Test Specimens 

3. {a) The test specimens shall be 
either samples of steel products pre- 
pared for coating according to the speci- 
fied production schedule, or steel panels. 

{b) The steel panels used shall be 
selected and prepared in accordance with 
the requirements of either procedure A 
or procedure B, as specified, of the Tenta- 
tive Method of Preparation of Steel 
Panels for Testing Paint, Varnish, Lac- 
quer, and Related Products (A.S.T.M. 
Designation: D 609).® 


»Appears m this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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Coatmg' of Speciinens 

4. Unless otherwise spediied, the test 
coating shall be applied by the method 
used in the process of manufacture or by 
the niethod that is agreed to be the most 
applicable “ of the methods described in 
the Tentative Methods for Producing 
Films of Uniform Thickness of Paint, 
A'arnish, Lacquer, and Related Products 
on Test Panels (A.S.T.M. Designation: 
D 823) Otherwise, any method mutu- 
ally agreed upon by the purchaser and 
the seller, such as brush, spray, dip-coat, 
or flow-out, may be used The coating 
shall be applied at a specified film thick- 
ness or film thickness range and the film 
thickness shall be measured by a method 
mutually acceptable to the purchaser 
and the seller. When panels are used, 
the backs and. edges of the panels shall be 
completely protected, each wdth its in- 
dividual test coating. Unless otherwise 
specified, the cut edges and areas con- 
taining identification marks shall be 
further protected with a suitable coating 
that is stable under the conditions of 
the test. The drying time or baking 
schedule, and the conditions of these, 
shall be as prescribed in the specifica- 
tions for the test coating. The coated 
specimens shall not be cleaned or handled 
excessively prior to the test. 

Procedure , ■„ 

5. (a) Immersion , — After being dried or 
baked for the specified length of time, 
the specimens shall be partially immersed 
in the test liquid, which shall be main- 
tained at a temperature of 2S ± 2 C. 
or other mutually agreed upon temper- 
ature. Panels having uniform film thick- 
ness shall be immersed one half to two 
thirds of their length, but panels having 
graduated film thickness, such as flow- 
outs, shall be immersed one half of their 
width. The pane.ls shall be so arranged 
that no electrical contact will be ob- 


tained between them. A. space of, not 
less than | in. shall be left between 
adjacent panels. The test liquid shall 
be changed at least . every 72 hr, to avoid 
contamination, . or more, often if visible 
rust appears, in the., liquid. Reference 
panels' coated with a . control paint shall 
be used in order to correlate successive 
tests with each other. ' 

, (h) Eocamination of Panels,— When the 
specimens are ready for examination, 
they shall be dried by blowing with air 
or by other specified methods that will 
remove surface liquid only. During the 
progress of the test, examination shall 
be made for blistering and wrinkling 
within 5 min. after removal from the 
liquid, and ratings for other defects 
shall follow immediately (Note 1). If re- 
immersion is necessary, the specimens 
shall be allowed to remain out of the 
liquid for the same period of time which, 
unless otherwise specified, shall not ex- 
ceed I hr. At the conclusion of the test, 
when ratings for the degree of recovery 
from immersion effects are specified, the 
specimens shall be allowed to stand at 
room temperature, or other prescribed 
condition, and re-examined after 2 hr. 
and after 24 hr., or as specified. Com- 
parison shall be made between the im- 
mersed portion and that which remained 
completely out of the test liquid. Grad- 
ings shall be made on both the fronts and 
backs of the panels and the results 
averaged. Unless otherwise specified, 
failure within § in. of the edges shall be 
disregarded. The test coating shall be 
examined for the effects of failures specifi- 
cally agreed upon by the purchaser and 
the seller (Note 2) . Rating for blistering 
shall be made in accordance with the 
Standard Method for Evaluating the 
Degree of Resistance to Blistering of 
Coatings of Paint, Varnish, Lacquer, and 
Related Products on Metal when Sub- 
jected to Immersion or Other Tests In- 
volving Exposure to Moisture or Liquids 
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(A.S.T.M. Designation: D 714).5 Rat- 
ings for other failures shall be made by 
methods mutually agreed upon, or by 

available A.S.T.M. '.metliGcls. 

, Note. When a large series ;of specimens 
is to be examinee!, groups that can' be' handled 
within the prescribed period of time. shou.ld be" 
removed in relays. ' 


Note ^.-—Blistering, wrinkling or roughening, 
disintegration, loss of adhesion, changes in 
color, or^ other specific failures, are usually 
included in such examination. 

(c) Length of Test . — The test shall be 
continued for a specified period of time 
or until a specified degree of failure has 
occurred. 



Tentative Recommended Practice for 

OPERATING LIGHT AND WATER EXPOSURE APPARATUS 
(CARBON-ARC TYPE) FOR TESTING PAINT, VARNISH, 
LACQUER, AND RELATED PRODUCTS' 



A.S.T.M. Designation ; D 822 - 46 T 
Issued, 1945; Revised, 1946.* 

This Tentative Recommended Practice has been approved by the sponsoring 
committee and accepted by the Society in accordance with established pro- 
cedures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L This recommended practice is in- 
tended to establish means for uniform 
operation of light and water exposure ap- 
paratus of the carbon-arc type, which are 
sometimes referred to as accelerated or 
artificial weathering apparatus. 

Apparatus 

2. (a) The light source shall be a car- 
bon arc including the carbons and light 
filters regularly supplied with the appa- 
ratus that is used or specified. 

(J) The carbons shall meet the require- 
ments designated for carbons for the 
type of apparatus that is used, as follows : 
(i) Apparatus commercially known 
as National shall be operated with two 
pairs of carbons. The upper carbons 
of each pair shall be | in. in diameter 
and 12 in. in length. The lower 
carbons of each pair shall be | in. in 
diameter and 12 in. in length. AH 

1 Under the standardization procedure of the Society, 
this recommended practice is under the jurisdiction of the 
A.S.T.M. Committee D-1 on Paint, Varnish, Lacquer, and 
Related Products. 

^ Revision accepted by the Administrative Committee 
on Standards, September 9, 1946. 


carbons shall be copper plated and 
cored with salts of metals to produce 
radiated energy that is charaGteristic 
of carbons commercially known as No. 
22 and No. 13 National Sunshine 
Carbons, respectively. 

(2) Apparatus commercially known 
as Atlas Single Arc and Atlas Twin 
Arc shall, if for alternating current, 
be operated with a combination of 
w’^hat are commercially known as No. 
70 solid carbons and No. 20 cored 
carbons. For direct current, No. 70 
carbons shall be used in both upper 
and lower holders. These carbons 
shall be | in. in diameter and 12 in. 
in length and shall produce what is 
commercially* known as Violet Arc. 
(c) The apparatus shall include equip- 
ment necessary for measuring and con- 
trolling the following: 

(1) Current, 

(2) Voltage, 

(J) Temperature of panels, 

(4) Water spray, and 

(5) Operating schedule or cycle. 
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Procedure (^) Xhe water ■ shall strike the test 


: 3. (a) The flight v sources ■ ■' shall be 

operated within the following limits: 

(1) Atlas Single and Twin Arc Ap- 
paratus (Alkmating . Current). —The 
average for each trim or btiming period 
shall be 13S v* ± 2 per cent and ' 16 
amp. d= 2 per cent at- the arc. During 
the burning period^ the voltage may vary 
between 125 and 145 v. and the amper-' 
age between IS and 18 amp. 

(2) Atlas Singh and Twin Arc Ap- 
paratus {Direct Current),— The a^versige 

I for each trim or burning period shall be 
I 135 V. ± „2 per cent and ' 12 amp. zfc 

! 2 per cent at the arc. During the burn- 

I ing period, the voltage may vaiy between 
' 130 and 145 v. and the amperage between 

, 11 and ' 13 amp. 

{3) National Apparatus, -The aver- 
age for each trim or burning period shall 
. be SO V. dr 2 per cent and 60 amp. 
db 2 per cent at the arc. 

(J) Filters (globes and windows) shall 
; be replaced after 2000 hr, of use, or 
I when pronounced discoloration or milki- 
j ness develops, whichever occurs first 
^ (Note 1). Filters shall be cleaned each 
day by washing with detergent and wa ter. 

; Note L— The use of the Tentative Method of 
Calibrating a Light Source Used for Accelerating 
the Deterioration of Rubber (A.S.T.M. Desig- 
i nation ; D 749),® is suggested for checking the 
i uniformity of operation of the light source. 

I (c) The temperature within ■ the ap- 
i paratus shall be controlled by the circula- 
tion of sufficient air to produce a black 
panel temperature of 145 db 5 F. when 
measured by a standard black-painted 
panel with a suitable thermometer 
imbedded in the surface. This panel 
shall be mounted in the test panel rack 
and readings shall be taken in a position 
1 where the water spray is not striking the 
panel and at the point where maximum 
heat is developed due to light exposure. 

] » 1946 Book of A,S,T.M, Standards, Part IILB. ' ■ / 


panels in the form of a fine spray under 
a pressure of 25 to 30 psL at the nozzle 
and in sufficient volume to wet the 
panels immediately upon impact. No 
recirculation of the spray water or im- 
mersion of the test panels in the spray 
water shall be permitted. 

{e) The water used shall be clean 
water which shall not deposit materials 
to an objectionable degree on the test 
panels. 

(/) The pH of the water shaE be 
between 6.0 and 8.0. 

(g) The temperature of the water in 
the line where it enters the apparatus 
shaUbe60d= 10 F. 

(A) The test panels shall be rotated 
about the arc in order to provide uniform 
distribution of the light. If the test 
panels are mounted vertically both above 
and below the horizontal center line 
of the light source, their position shall 
be transposed once each day the appara- 
tus is in operation to provide uniform 
distribution of the light in a vertical 
plane over the entire face of the panel. 
Products of combustion shall not be 
permitted to come in contact with the test 
panels. 

(t) Unless otherwise specified, the 
apparatus shall be operated 5 days of 
each week according to a schedule con- 
sisting of ten 2-hr. cycles (20 hr.) per 
day. Each 2-hr. cycle shall be divided 
into periods during which the test 
panels shall be exposed to light without 
water spray for 102 min. and to light with 
water spray for 18 min. The test 
panels shall remain undisturbed in the 
apparatus during the 2 days when the 
apparatus is not operating (Note 2). 

Note 2. — ^TMs operating schedule is intended 
to combine light and water spray exposure in a 
way that permits operation of carbon-arc type 
apparatus that are in common use on the same 
schedule, in order to promote better correlation 
between laboratories. A rest period is included 
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as a desirable part of tMs particular, scbedule. 
The use of this schedule is not necessamy to be 
considered as preferable to any other schedme 
that combines the effects of light alone, light 
and water, water alone, and rest periods m a 
sequence that produces desirable results. 

(j) Before exposure in the apparatus, 
the coated panels shall, unless otherwise 


specified, , be conditioned under standard 

room conditions;for,periods depending ^ 

the type of coating, as follows: 


Normal air-drying paints , . ......... 

Baking paints. ........ . . • 

Quick-drying ceiiulosic lacquers ... . . . 

Quick-drying synthetic coatings . , . 


7 days 
24 hr. 
48 hr. 
48 hr. 




Tenmtwe Method of Test for 
ACID NUMBER OF DARK ROSIN’ 



A.S.T.M. Designation: D 465 - 45 T 

Issued, 1945.2 

This Tentative ]VJ[ethod has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa, 


Scope 

1. This method of test is intended for 
determining the acid number of dark- 
colored rosin. 

Note. — This method is intended for use with 
grades of rosin too dark to be analyzed by the 
Standard Method of Test for Acid Number of 
Rosin (A.S.T.M. Designation: D 465- 42).* 

Reagents 

2. (a) Neutral Ethyl Alcohol (95 per 
cent) ,—lSlimty4we per cent neutral ethyl 
alcohol, or neutral specially denatured 
alcohol (formula No, 30). 

(6) Standard Alcokolic Potassium Hy- 
droxide Solution {0.25 N). 

{c) Clayton Yellotv Paper .—Dissolve 
0.5 g. of Titan Yellow^ or Clayton 
Yellow® in 100 ml. of distilled water. 

* Under the standardization j^rocedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. Com- 
mittee D-17 on Navai Stores. 

2 Accepted by Committee E-10 on Standards, August 1, 
1945. 

This method is in effect a tentative revision of, and is 
intended to be addeti, wiien adopted, to the Standard 
Method of Test for Acid Number of Rosin (D 46S - 42), 
see p. 1199. 

* Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M, Designations at front of book. 

< Titan yellow, practical grade, suitable for this pur- 
pose, may be obtained from the Eastman Kodak Co. 

^ Clayton Yellow, indicator grade, suitable for this 
purpose may be obtained from the National Aniline Dlv., 
Allied Chemical and Dye Corp. 


Saturate Whatman Drop Reaction Paper 
No. 120, or equivalent, with the indicator 
solution and dry at room temperature 
in an atmosphere free of ammonia or 
acid fumes. 

Procedure 

3. Dissolve 1.95 to 2.05 ± 0.001 g. of 
the sample in 150 ml. of neutral ethyl 
alcohol (95 per cent). Heat to dissolve 
the rosin (Note 1), cool to room tem- 
perature, and titrate with 0.25 Y al- 
coholic KOH, using. Clayton Yellow 
paper as the indicator. The end point 
is reached when a drop of solution placed 
on the Clayton Yellow paper shows a 
faint orange ring (Note 2). 

Note 1 . — If the rosin is' not completely 
soluble in alcohol, a small amount of toluene, or 
of c.p. or reagent-grade acetone, may be used to 
effect solution of the sample, but before titrating 
add ISO ml. of 95 per cent alcohol. 

Note 2.-— Do not let a large drop of solution 
fall on the paper. It is better to let the solution 
flow from the rounded end of the stirring rod 
directly onto the paper which is held in contact 
with the rod. A stirring rod drawn down to a 
tip 1 to 2 mm. in diameter is suggested for trans- 
ferring the solution to the indicator paper. 
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Calcislatioii : 

: 4. Calculate ^ ^ the acid number, ex- 
pressed in milligrams of KOH per gram, 
as follows: 

AXNXm 
:Acid' number « — - ■ ’ 


where: 

A ^ milliliters of KOH solutioiij 
N = normality of the KOH solution, 

and 

IF = grams of sample. 



Tentative Method of Test for 
VOLATILE OIL IN ROSIN* 



Designation; B 889 - 46 T 

i Issued, 1946.2 

; This Tentative Method has been approved by the sponsoring committee 

] and accepted by the Society in accordance with established procedures, 

' for use pending adoption as standard. Suggestions for revisions should 

be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

i 1. This method covers the procedure '■ 

1 ^ for determining the volatile oil content of 

rosin or similar material. Such oil may 
consist of naturally occurring terpene 
oil, such as heavy fractions of turpentine, 
resulting from, incomplete distillation in . 
the processing of the rosin, or of foreign 
I non terpene oil, resulting from incomplete 

; removal of mineral or coal-tar solvent 
1 used to extract the rosin from wood or 
I still wastes. 

I ■ ■ ■■■ ■ ' ' ■ ' ■ ' ' 

I Apparatus 

I 2. The apparatus shall consist of the 
: following: 

I {a) Flash— A 5()0-mL round-bottom 
^ flask having a thermometer well and 
having a 24/4() standard-taper ground 
joint for connection with the trap. 

(J) Trap— A trap (Fig. 1) designed 
so as to overcome the tendency for drop- 
lets of oil to remain below the surface of 
the water, due to the greater viscosity of 
the volatile oils recovered from rosin, 
and thus be returned to the flask (Note). 

^ 1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee DU? on Naval Stores. 

® Accepted by the Society at annual meeting, June, 


The trap shall be fitted with 24/40 stand- 
ard-taper ground joints to provide tight 
connections with the flask and con- 
denser, in order to avoid vapor loss. 

Note .—This trap is a modification of the 
original Clevenger trap used to recover oils 
lighter than water. In that trap the oil and 
water condensate drop directly into the 
graduated part of the trap. Due to the viscous 
character, density, and surface tension of the 
oils recovered from rosin, cylindrical columns of 
oil were formed below the surface of the water 
in the graduated section of the trap, which were 
not penetrated by the water condensed immedi- 
ately thereafter. This resulted in alternate 
columns of oil and water in the graduated section. 
These were returned to the distilling flask in 
the same order as they occurred, through the 
side arm of the trap. As this condition con- 
tinued indefinitely, it was impossible to com- 
pletely remove all the oil from the rosin. By 
raising the opening of the side arm of the prap 
to the position shown, to bring the surface of the 
liquid into the wide part of the trap above the 
narrow graduated section, the oil is collected in 
a thinner film that can be penetrated readily by 
the droplets of water falling from the end of the 
condenser, and only the water is thus collected 
in the narrow graduated section. At the end of 
the test, the oil is slowly brought down into the 
graduated section and its volume read. The 
system or apparatus loss amounts to not more 
than 0.1 ml. of oil. 
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(c) Condenser r— A. straight-tube, 300- 
mm. water-jacketed rejSux condenser 
with a 24/40 standard-taper ground joint 
for connection with the trap. 

{d) Beat Soufce.— An oM bath con- 
taining high-teraperature-resistant oil, or 
an electric heater of the mantle type in 
which the heating elements are encased in 
a glass cloth mantle of such shape as to 
partially or completely surround the 
flask being heated. 



►-40 mm. 0.0. 

tiMM. 



/ 30 MM, ^3 MM. 

\\L^.u 

Q-t i-lfiMM. 

a I 

SCALE LENGTH 
...5 65~76mm. 

5ML.IN 0.I0ML. 


6-7mm.o.dH 

2-e5MM.I.D. 


20‘30 MM. 

tapered. 

r ^ 

^I.O-I.S MM. 

, LD,T1P. 


^ SLIGHTLY ABOVE START OF TAPER OF THE LARGE TUBE. 

Fig. 1 . — Trap. 

Procedure 

3. (a) Place 50 g. of the crushed sam- 
ple in the flask, add 125 ml of a 
glycerine-water solution (4:1) and a few 
glass beads, and connect the flask with 
the trap. Fill the trap (Fig. 1) with 
water through the top opening until the 
water level is even with the bottom of the 
seal of the small return tube to the 
side arm. Place some mercury in the 




.thermometer well, insert ' the thermom- 
eter, and connect the condenser. . . , 

(b) Apply heat until : the liquid ■ in the 
flask is brought to a boihand distillation 
continues at ' a constant temperature, 
which will be about 125 C. at the start. 
At this stage, open the stopcock slightly 
and allow water to drop from the trap 
into a small graduated cylinder at a rate 
equal to 1 drop for each 5 drops off the 
lower end of the condenser. Control 
the reflux rate so that no uncondensed 
vapors escape from the top of the con- 
denser. The withdrawal of water from 
the system should be at the rate of about 
1 ml. per min. Increase the heat from 
time to time to maintain uniform con- 
tinuous oi)eration with slowly rising 
temperature. If the sample appears to 
be a normal gum rosin, discontinue the 
distillation, when the temperature reaches 
180 C. If the rosin is a wood rosin or 
has a softening point below 70 C. when 
determined in accordance with the 
Tentative Method of Test for Softening 
.Point (Ball and Shouldered Ring Ap- 
paratus) (A,S.T.M. Designation: E 28),* 
continue the distillation until the tem- 
perature reaches 190 C. 

(c) Remove the source of heat and 
allow the distillation to subside (Note). 
Draw off water until all the oil is brought 
into the graduated section of the trap and 
note the volume. The density of the oil 
is usually very close to 1.00. 

Note, — The contents of the flask should be 
poured out while still warm and before the rosin 
has become viscous or solid, to facilitate cleaning 
and avoid strain on the glass when the rosin gets 
cold. 

Examination of Recovered Oil 

4. Drain off the water and collect the 
oil in small container. Stopper and 
allow the oil to settle until it clears up. 
Note the odor and taste and determine 
its refractive index. If the volume is 
sufficient, make a polymerization test 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 
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in accordance ;with the procedure, de-. 
scribed in , the , Tentative Methods of 
Sampling and Testing Turpentine 
(A.S.T.M. Designation: D 233).^ 

Report 

5. If the test shows not more than 0.5’ 
ml. of oil recovered from 50 g. of sam,ple, 
the rosin shall be reported as free from 
excess volatile oil. If more than 0.5 ml. 
of oil per 50 g. of sample is obtained, the 
total volume of oil shall be reported. 


Note.—“A properly made, or dry, rosin should 
not yield more than 1.0 per cent of volatile oil 
(0.5 g. of oil per 50 g. of sample) consisting of 
some higher boiling turpentine fractions along 
with other high boiling terpene constituents of 
the pine oleoresin which remain undistiiled when 
the rosin must be drawn from the still to prevent 
darkening and loss of grade. Wood rosin and 
reclaimed rosin are recovered by extraction with 
mineral or coal tar solvent. Improper refining 
may result in a volatile oil content of the rosin 
above that considered normal, and such oils 
would be of an entirely different nature from the 
oils recovered from gum rosin. 



Tentative Methods of 

SAMPLING AND TESTING DIPENTENE^ 



A.S,T.M* Designation: B 801 - 46 T 
Issued, 1944; Revised, 1946.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. These methods cover procedures 
for sampling and testing dipentene and 
related terpene solvents, consisting 
chiefly of monocyclic terpene hydrocar- 
bons distilling above the range for tur- 
pentine. 

Sampling 

2. Sample the material in accordance 
with the procedure described in the 
Standard Methods of Sampling and Test- 
ing Lacquer Solvents and Diluents 
(A.S.T.M. Designation: D 268),^ If a 
sample from close to the bottom of a tank 
shows a decided difference in color or ap- 
pearance from samples taken at other 
depths, take an extra bottom sample and 
examine it separately from the composite 
sample. In such case the composite sam- 
ple shall not include any portion of such 
bottom sample. 

Detection and Removal of Separated 

Water 

3. Draw a portion of the dipentene by 
means of a glass or metal container with a 

^tinder the standardization procedure of the So- 
ciety, these methods are under the jurisdiction of the 
A.S.T.M. Committee D-17 on Naval Stores. 

2 Revision accepted by the Society at annual meet- 
ing, June, 1946. 

3 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


removable stopper or top,^ or with a 
thief, from the lowest part of the con- 
tainer, or by opening the bottom valve of 
the level tank car. If water is found to 
be present, draw it all out, record the 
quantity, and deduct it from the total 
volume of liquid delivered. 

Appearance 

4. Examine a portion of the sample 
after agitation to determine whether its 
appearance conforms to the specifica- 
tions. 

Color 

5. (a) Compare, in colorimeter tubes ^ 
or in any other suitable apparatus (such 
as ordinary 4-oz. oil-sample bottles hav- 
ing flat polished bottoms), the color of 
the sample with an equal depth of a fresh 
solution of potassium dichromate in dis- 
tilled water containing 0.012 g. of 
K 2 Cr 207 per liter* 

Note,— -A n 150-mm. column of this solution 
has a color equal to that of a No, 1.5 Lovibond 
yellow glass. 

(i) As an alternative method, compare 
the color of the sample with that of the 

< Detailed description of equipment suitable for such 
sampling is given in the Standard Methods of Sampling 
Petroleum and Petroleum Products (A.S.T.M. Designa- 
tion: D 270), which appears in the 1946 Book of A.S.T.M. 
Standards, Part III-A. 
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Saybolt standards ■ as ■ described in the 
Standard Methcxi, of Test for Color of Re- 
fined: Petroleum Gil by Means of Saybolt 
Chromometer (A.S.T.M. Designation: D 
156 ).*^ ; 

(c) If the color is equal or lighter ■ 
than the' potassium dichromate solution, 
or if the color is equal to Saybolt No. 
16 or above, the- dipentene is prime white. 

Odor ' ^ 

6. Compare the odor of the sample 
with an agreed upon water-free reference 
sample kept in the dark in a completely 
filled well-stoppered bottle. In the ab- 
sence of such a reference sample, com- 
pare with samples of known purity simi- 
larly preserved. 

Specific Gravity 

7. Determine the specific gravity at 
15.56/15.56 C. by any convenient 
method, reporting the value to the 
nearest O.OOOS. Determinations made 
at any other temperature, using appara- 
tus standardized at 15.56 C,, shall be 
corrected by adding to or subtracting 
from the observed reading 0.00082 for 
each degree Centigrade that the tem- 
perature of the liquid is above or below 
15.56 C. 

Refractive Index 

8. Determine the refractive index with 
an accurate instrument at 20 C., if pos- 
sible. If tested at any other tempera- 
ture, correct the reading obtained to 
20 C. by adding or subtracting 0.00045 
for each degree Centigrade that the tem- 
perature at which the determination was 
made is, respectively, above or below 
20 C. 

Distillation 

9. {a) Apparatus , — Use the distiUa- 
tion apparatus described in the Standard 
Method of Test for Distillation of Gaso- 


line, Naphtha, Kerosine, and Similar 
Petroleum Products (A.S.T.M, Designa- 
tion: D.86),®' with the following excep- 
tions: 

(i) Thermometer , an A.S.T.M. 
Partial Immersion Thermometer 
having a range of —5 to +300 C. and 
conforming to the requirements for 
thermometer 2C “■ 39 as prescribed in 
the Standard Specifications for A.S. 
T.M. Thermometers (A.S.T.M. Desig- 
nation: El- 46),® or an A.S,T.M. 
Solvents Distillation Thermometer 
having a range of 95 to 255 G. and con- 
forming to the requirements for ther- 
mometer 42C-44T as prescribed in 
the Tentative Specifications for A.S. 
T.M. Thermometers (A.S.T.M. Desig- 
nation: El -46 T).® 

{2) Condenser , — A Liebig glass con- 
denser 560 mm. in length with 400 mm. 
in contact with the cooling water may 
be used in place of the bath- type con- 
denser. 

(b) Procedure. — 'With, the receiving 
graduate, transfer exactly 100 ml. of the 
sample directly into the flask, allowing 
none to run into the side tube and allow- 
ing the graduate to drain thoroughly. If 
the sample contains dissolved or sus- 
pended water it is advisable to add a few 
small pieces of pumice or broken glass to 
promote smooth distillation. Insert the 
thermometer so that the top of the 
mercury bulb (or the top of contraction 
chamber if the Solvents Distillation 
Thermometer is used) is level with the 
bottom of the side tube. Connect the 
side tube to the condenser, with the 
bottom of the flask resting securely in 
the opening in the asbestos board. 
Apply heat cautiously and regulate it 
so that the first drop of condensate falls 
from the condenser in not less than 5 
nor more than 10 min. Record as the 
initial boiling point the thermometer 
reading when the first drop fahs from the 
end of the condenser. When the distilla- 
tion begins, regulate the heat so that the 


* 1946 Book of A.S.T.M, Standards, Part III-A. 
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distillate is collected at a rate of not less 
than 4 nor more than 5 ml. per min. 
(approximately 2 drops per sec.). Dis- 
continue the distillation when the tem- 
perature reaches that specified for the 
minimum percentage requirement. Al- 
low the condenser to drain and record 
the percentage distilled. 

Polymerization 

10. Determine the unpolymerized resi- 
due with 38 N sulfuric acid in accordance 
with the procedure described in the 
Tentative Methods of Sampling and 
Testing Turpentine (A.S.T.M. Designa- 
tion: D 233).® 

Spot Test 

11. Transfer 5 drops of the dipen tene 
by means of a small pipette to the center 
of a clean white filter paper supported on 
a 7-cm. crystallizing dish and allow the 
liquid to evaporate at room temperature, 
away from direct sunlight. After 30 
min. observe if there is any oily spot on 
the filter paper. 

Copper Corrosion 

12. Place a clean strip of mechanically 
polished pure sheet copper, about | in, 
in width and 3 in. in length (1.3 by 7,5 
cm.) in a glass test tube about | in. in 
width and 18 in. in length (1.9 by 46 cm,). 
Add sufficient of the sample to be tested 
to cover the strip completely and heat 
rapidly to boiling (it is most convenient 
to heat the tube by immersion in an oil 
bath maintained at a temperature 
slightly higher than the initial boiling 
point of the dipentene). Keep the sam- 
ple boiling, without any actual distilla- 
tion taking place, for 30 min., and then 
examine the copper strip for blackening. 
Disregard a slight tarnish, but any 
marked blackening shall be considered 
cause for rejection. 

Flash Point 

13. Determine :the flash point by 


means of the. Tag; Closed Tester as de- 
scribed in the Standard' Method of Test 
for /Flash Point by Means of the Tag 
Closed Tester (A.S.T.M. Designation: 
D56).® 

Moisture 

14. (a) Transfer 5 ml. of t,hc sample to 
a 100-ml. glass-stoppered graduate. Add 
Varnish Makers and . Painters naphtha 
or mineral spirits (Note) in successive 
5-ml portions, shaking well after each 
addition. Both the sample and the 
petroleum solvent shall be at the same 
temperature, 20 to 25 C., when used. 
Any appreciable proportion of dissolved 
moisture will be indicated by the devel- 
opment of turbidity in the mixture. 
Record the quantity of petroleum solvent 
added wlieii turbidity develops. Test a 
reference sample in the same manner 
and compare. 

NoTE.—Tlie petroleum solvent should be re" 
distilled before being used in the test, discarding 
the first and last 10 per cent fractions, 

(b) AUernaie Method, —H a quantita- 
tive moisture determination is indicated 
by the above , test, or is otherwise re-; 
quired, follow the procedure described in 
the Tentative Method of Test for Water 
in Liquid Naval Stores (A.S.T.M. De- 
signation: D 890).® 

Aniline Point and Mixed Aniline Point 

Note. — If desired, the aniline and mixed 
aniline points of dipentene may be determined 
as described in the Tentative Method of Test 
for Aniline Point and Mixed Aniline Point of 
Petroleum Products (A.S.T.M. Designation: 
D 611),® instead of in accordance with the 
following Section 15. 

15. (a) Apparatus , — The apparatus 
shall consist of the following: 

(i) Test Tube . — ^A test tube ap- 
proximately 18 ml. in capacity, 15 mm. 

. in diameter, and 125 mm. in length, 
with a lip, and fitted with a two-hole 
cork stopper, one hole being for the 
thermometer and the other a 2-mm. 
hole for the stirrer. 
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(2) A stiff, copper wire,. ap- . 

proximately 1 'mm, .in diameter, coiled 
at the lower end (3 to 5 coils). The 
coils shall be of such diameter that 
the' stirrer can move .freely up and. 
down around the thermometer. The 
upper , end of the wire'' stirrer shall ex- 
tend several indies through the 2-mm. 
hole in the cork stopper, with the end 
of the wire looped or bent to form a 
handle. v 

(J) Thermometer,"— An A.S.T.M. 
Aniline Point Thermometer having a 
range of “-38 to +42 C. and conform- 
ing to the requirements for thermome- 
ter 33C-41T as prescribed in the 
Tentative Specifications for A.S.T.M. 
Thermometers (A.S.T.M. Designa- 
tion: El 46 T) 2 

(4) Bath - A 3()()-ml tail-form 
beaker or other convenient receptacle 
containing a suitable dear, nonaqueous 
medium, such as turpentine, kerosine, 
etc., for use as a cooling or heating 
bath. 

(b) Reagents: 

(1) AmUne,"—T)xy c.p. aniline over 
KOH and redistill, discarding the first 
and last 10 per cent of the distillate. 
Preserve the purified aniline in small, 
amber-colored, glass-stoppered bottles. 
Suitable aniline should be practically 
colorless. 

(2) Normal Eeptane,’--'Norm.el hep- 
tane for use in the mixed aniline point 
test shall have a boiling point in the 
range of 98 to 98.5 C. The ? 2 -hep- 
tane shall be dried before use by shak- 
ing for several minutes with anhydrous 
Na 2 S 04 and filtering to obtain a clear, 
dry liquid. 

(c) Procedure for Aniline Point.— 
Clean and dry the apparatus. Pipette 
into the lest tube 5 ml. of the sample, 
previously dried in accordance with the 
procedure for drying f^-iieptane (Para- 
graph (5) ) . By means of a safety pipette 
(Note 1) or small burette fitted with a 
calcium chloride tube, add an equal 


quantity of aniline. Stopper the test 
tube with the cork containing the ther- 
mometer and the stirrer and mix the 
contents thoroughly with the wire stir- 
rer. Clamp the test tube in a suitable 
position to permit raising and lowering 
of the beaker containing the prechilled 
cooling medium. (A temperature of 
— 15 to —20 C. may be required.) Im- 
merse the test tube in the bath and stir 
the mixture rapidly, avoiding the inclu- 
sion of air bubbles. While stirring con- 
stantly, record the temperature at which 
the solution becomes cloudy or turbid 
throughout (Note 2). Allow the solu- 
tion to warm up until cloud disappears 
and repeat the cooling process, again 
recording the temperature at which the 
solution becomes cloudy. The average 
of the temperatures at which the solution 
becomes cloudy throughout shall be 
reported as the aniline point. The 
readings should agree within O.S G. 

Note 1.*— Aniline is poisonous and should not 
be pipetted by direct application of the mouth 
to the pipette, nor should any be allowed to 
remain on the hands, even in voy small quanti- 
ties^ as aniline will be absorbed through the skin. 

Note 2. — ^The true aniline point is character- 
ized by a turbidity which increases sharply as 
the temperature is lowered, 

{d) Procedure for Mixed Aniline Point, 
—Pipette 2.5 ml. of the sample, 2.5 ml. 
of //z-heptane, and 5 ml. of aniline (Note 1) 
into the test tube. Proceed as described 
in Paragraph (c), except that the solution 
may have to be warmed slightly above 
room temperature to produce a clear 
solution. To do this, immerse the test 
tube in a warm bath and stir constantly 
until the solution is clear. Remove the 
test tube from the bath, and allow the 
contents to cool while stirring constantly. 
Record the temperature at which the 
solution becomes cloudy throughout. 
Repeat the procedure and report the 
average temperature as the mixed ani- 
line point. The readings should agree 
within 0.5 C. 


Tentative Method of Test for 

WATER IN LIQUID NAVAL STORES^ 


A.S.T.M. Designation: D 890 - 46 T 

ISSTJED, 1946,® 

TMs Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa* 



Scope 

1. This method of test covers a 
procedure for the quantitative deter- 
mination of dissolved or occluded water 
present in any proportion in light- 
colored, liquid naval stores, such as 
turpentine, pinene, dipentene, or pine 
oil. It is based on the reaction between 
water and a complex i*eagent^ consisting 
of iodine, sulfur dioxide, pyridine, and 
methanol, whereby the iodine is con- 
verted to a colorless compound. The 
appearance of a persistent iodine color 
in the reaction mixture indicates the 
complete removal of free water by 
reaction with the reagent. 

Reagents 

2. (a) Anhydrous Pyridine , — Allow 1 
liter of reagent-grade pyridine to stand 
for several days over 100 g. of BaO 
(or 150 g. of CaO) in a tightly stoppered 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of theA.S.T.M. 
Committee D-17 on Naval Stores. 

2 Accepted by the Society at annual meeting, June, 
1946. 


flask, while shaking occasionally. Filter 
off the drying agent and redistill, 
rejecting the first v30 ml Preserve in a 
dark, tightly stoppered bottle. 

(6) Anhydrous Methanol,— KrAiyAxoViS 
methanol conforming to the specifications 
of the American Chemical Society shall 
be used. The moisture content shall 
not exceed 0.1 per cent, 

{c) Iodine - Pyridine - Sulfur Dioxide 
Dissolve 84.7 g. of c. p. iodine 
in 670 ml. of anhydrous methanol in a 
2-liter Erlenmeyer flask. Add 270 ml of 
anhydrous pyridine and warm until any 
precipitate dissolves. Weigh the flask 
and contents. Cool in an ice bath and 
add 64 g, (approximately 45 ml. at 0 C.) 
of liquid SO 2 . If the liquefied gas is not 
available, pass dry SO 2 (dried by passing 
through H 2 SO 4 (sp. gr. 1.84)) into the 
mixture from a tank or generator until 
the weight of the solution in the flask 
has been increased by the prescribed 
amount. The required quantity of SO 2 
may be generated by treating 120 g. of 
NaHSOs (10 per cent more than the 
theoretical weight of 1 mole) with 


® This procedure has been adapted from the method of 
Karl Fischer published in Zeitschrifi JUr Angewandie 
Chemie, Vol. 48, p. 395 (1935); Chemical AlstractSi Vol. 

29, p. 6532 (1935); as modified by Smith, Bryant, and 
Mitchell, Journal, Am. Chemical Soc., Vol. 61, p, 2407 * This reagent, known as the Karl Fischer reagent, may 

(1939). be purchased ready for use. 
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H 2 SO 4 (sp. gr. 1.84) in a simple generator 
fitted with a dropping funnel Gentle 
heating will help to bring about con- 
tinued reaction after each addition of the 
acid seems to have spent itself. Store 
the reagent in a tightly stoppered brown- 
glass bottle. 

Note— This . reagent loses strength rapidly 
when exposed to the air. It is best preserved 
and used , in an automatic burette having all 
vents open to the air fitted with suitable drying 
tubes. If an ordinary burette must be used, 
the reagent should be transferred from the stor- 
age bottle as rapidly as possible, the stopper 
quickly replaced, and a drying tube inserted into 
the top of the burette at once. 

(d) Standard Methanol -Water Solu- 
tion.— ¥mm a weighing pipette weigh 
1.5 to 2.0 g. of water into a 1-liter 
volumetric flask and fill to the mark 
with anhydrous methanol Mix thor- 
oughly and keep the flask tightly 
stoppered. 

Standardization of the Iodine Reagent 

3. {a) Pipette 10-ml. portions of the 
standard methanol - water solution into 
100-ml Erlenmeyer flasks and titrate 
with the iodine reagent (Section 2 (c)) 
to a persistent red-brown iodine color. 
(See Notes 1 and 2, Section 4.) Dupli- 
cate titrations should check within 0.2 
ml 

(&) In the same way, titrate 10-ml 
portions of the anhydrous methanol used 
in preparing the standard methanol - 
water solution. This should not require 
more than 0.4 ml of the iodine reagent, 
and duplicate titrations should agree 
within 0.1 ml 

(c) Calculate the water equivalent of 
the iodine reagent, in grams of water per 
milliliter of reagent, as follows (Note): 



where: 

A == water equivalent of the iodine 
reagent, in grams per milliliter, 


grams of weighed water present in 
lOmlofthestandardmethanol- 
watersolution,^^^^^ ^ ^^^^^^^ ^ ^ 

T = milliliters of iodine reagent re- 
quired for titration of 10 ml of 
the standard methanol - water 
solution, and 

B = milliliters of iodine reagent re- 
quired for titration of 10 ml. of 
absolute methanol 

Note, — The initial water equivalent of the 
iodine reagent should be from 0.0035 to 0.0040 
g. of water per ml. It may drop rapidly at 
first to 0.0025 to 0.0030 g., but if the reagent is 
properly protected from atmospheric moisture 
the rate of deterioration should then decrease. 

{d) Having determined the water 
equivalent of the iodine solution, cal- 
culate the total water content, in grams, 
of 10 ml of the standard methanol -water 
solution (Section 2 id)) as follows: 

Wt = r X I 

where: 

Wt = total water, in grams, in each 10 
ml of the methanol- water solu- 
tion, and 

T and A == same values as in Paragraph 

(c). 

This value can be used in standardiz- 
ing the iodine reagent (before each day’s 
use) merely by titrating 10-ml portions 
of the standard methanol- water solution. 

Procedure for Hydrocarbon Oils 

4. {a) Fill with anhydrous methanol or 
pyridine a SO-ml. burette, fitted with a 
drying tube. Pipette 100 ml. of the 
sample into a tared 250- to 300-ml Er- 
lenmeyer flask, stopper, and weigh. Run 
in from the burette 20 ml of methanol or 
pyridine, swirl the flask until the liquids 
are mixed, and titrate with the iodine 
reagent, to a red-brown end point (Notes 
1 and 2). Duplicate titrations should 
check within 0.5 ml of reagent. Use 
the average of such tests. 

Note 1 .—The spent iodine reagent may take 
on a yellow to orange color which should not 
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be confused with the red-brown iodine color s 
that appears when the end point is reached. 
The color change may be observed while the 
contents of the ilask are being vigorously shaken 
and swirled- At the end point, after the two 
layers of liquid have settled and separated, the 
bottom layer should have the red-brow'n iodine 
color. With highly oxidized material (such as 
old turpentine) a secondary reaction with the 
spent reagent may occur, indicated by evolution 
of heat and decomposition of the spent reagent 
with liberation of iodine. Should this occur, 
repeat the test, keeping the flask cool by fre- 
quent immersion in an ice-water bath. 

Note 2. — Alternatively, the end point may 
be determined electrometricallyv : 

(b) In a similar manner, run a blank 
titration on 20-ml. portions of the an- 
hydrous methanol or pyridine, over- 
titrating slightly and then back-titrating 
until the red-brown color is just dis- 
charged. 

(c) Calculate the percentage of water as 
follows: 

{'V ^ f(\ A 

Water, per cent = x 100 

' . u- . ■ 

where: 

T = milliliters of iodine reagent re- 
quired for titration of the sample, 
B = milliliters of iodine reagent re- 
quired for titration of the blank, 
A = water equivalent of the iodine 
reagent, in grams per milliliter, 
and 

G = grams of sample used. 

(d) Duplicate tests should check 
within 0.002 per cent of water. 

Procedure for Pine Oil 

5. {a) If the pine oil is supposed to be 


anhydrous (water content not over 0.1 
per cent), pipette 10 ml. of the oil into a 
tared 50-ml. Erlenmeycr flask, stopper, 
and weigh. Titrate directly with the 
iodine reagent to the appearance of the 
red-brown ■ end point. .. .Duplicate titra- 
tions should check, within 0.2mL.A,,'. 

(J) For ordinary pine, oil containing, 
up to 0.5 per cent of water, .it.' is, possible 
to reverse ■ the procedure ' described in 
Paragraph (a), with a saving of reagent, 
and a closer detection of the end point. 
In this case, run 10 ml of the iodine 
reagent (20 ml for pine oil containing 
more than 0.5 per cent of water) into the 
flask, stopper, and weigh. From a 10- to 
2S-mL burette, run the pine oil into the 
reagent, while shaking, until the iodine 
color is just discharged. Reweigh the 
flask to determine the weight of pine 
oil used. 

(c) Calculate the percentage of water 
as follows: 

TA 

Water, per cent « — X 100 
G 

or 

.■ TA 

Water, per cant — • X 100 

. ■ VB : 

where: ■ 

T = milliliters of iodine reagent used,, 
A == water equivalent of the iodine 
reagent, in grams per milliliter, 
G = grams of pine oil used (Paragraph 

w), 

V = milliliters of pine oil used (Para- 
graph (6)), and 
D = density of the pine oil. 

(d) Duplicate tests should check within 
0.005 per cent of water. 
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A.S.T.M. Designation: D 802 - 46 T 
Issued, 1944; Revised, 1946.2 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scop© 

1. These methods cover procedures for 
sampling and testing pine oils, and are 
applicable to both natural pine oils de- 
rived from pine stumps either by the 
steam and solvent process or by destruc- 
tive distillation, and also to synthetic 
pine oils obtained by the chemical hydra- 
tion of terpene hydrocarbons. 

Sampling 

2. Sample the material in accordance 
with the procedure described in the 
Standard Metliods of Sampling and Test- 
ing Lacquer Solvents and Diluents 
(A.S.T.M. Designation: D 268).^ 

Appearance 

3. Examine a portion of the sample to 
determine its clarity and freedom from 
foreign matter and separated water. 


4. Compare the color of the sample in 
any suitable or designated apparatus 
with the accepted or specified color 
standard, 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M. 
Committee D-17 on Naval Stores. 

* Revision accepted by the Society at annual meeting, 
June, t946, 

® Appears in this publicatiou, sec Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


Specific Gravity 

5. Determine the specific gravity at 
15.56/15.56 C, by any convenient 
method, reporting the value to the 
nearest 0.0005. (A pycnometer or specif- 
ic gravity balance is recommended. A 
hydrometer should not be used, on ac- 
count of errors caused by surface tension 
on the hydrometer stem.) Determina- 
tions made at any other temperature, 
using apparatus standardized at 15.56 
C. shall be corrected by adding to or sub- 
tracting from the observed reading 
0.00080 for each degree Centigrade that 
the temperature of the liquid is above or 
below 15.56 C. 

Refractive Index 

6. Determine the refractive index with 
an accurate instrument at 20 C., if pos- 
sible. If tested at any other tempera- 
ture, correct the reading obtained to 
20 C. by adding or subtracting 0.00040 
for each degree Centigrade that the tem- 
perature at which the determination was 
made is, respectively, above or below 
20 G. 

Distillation 

7. {oi) Apparatus , — Use the distilla- 
tion apparatus described in the Standard 
Method of Test for Distillation of Gaso- 


1630 


Sampling : ,ANB Testing Pine Oil (D' 802 -46 T) 


line, Naphtha, Kerosine, and Similar 
Petroleum Products' (A.S.T.M, Designa- 
tion: D 86),® with the following excep- 
tions; 

(i) Thermomekr . — ^TJse an A.S.T.M. 
Partial Immersion Thermometer hav- 
ing a range of —S to +300 C. and con- 
forming to the requirements for ther- 
mometer 2C - 39 as prescribed in the 
Standard Specifications for A.S.T.M. 
Thermometers (A.S.T.M. Designa- 
tion: E l “' 46),® or an A.S.T.M. Sol- 
vents Distillation Thermometer hav- 
ing a range of 95 to 255 C. and 
conforming to the requirements for 
thermometer 42C~ 44T as prescribed 
in the Tentative Specifications for 
A.S.T.M. Thermometers (A.S.T.M. 
Designation: E 1 - 46 T).® 

{2) Condenser . — A Liebig glass con- 
denser 560 mm. in length with 400 
mm. in contact with the cooling water 
may be used in place of the bath-type 
condenser. The temperature of the 
cooling water should not be below 
20 C. 

(S) Procedure.’-^Wiih the receiving 
graduate, transfer exactly 100 ml, of the 
sample directly into the flask, allowing 
none to run into the side tube and allow- 
ing the graduate to drain thoroughly. 
If the sample contains dissolved or sus- 
pended water it is advisable to add a few 
small pieces of pumice or broken glass to 
promote smooth distillation. Insert the 
thermometer so that the top of the mer- 
cury bulb (or the top of the contraction 
chamber if the Solvents Distillation Ther- 
mometer is used) is level with the bottom 
of the side tube. Connect the side tube to 
the condenser, with the bottom of the flask 
resting securely in the opening in the 
asbestos board. Apply heat cautiously 
at first. When distillation begins, regu- 
late the heat so that the distillate is col- 
lected at the rate of not less than 4 nor 
more than 5 ml. per min. (approximately 
2 drops per sec.). Observe and record 


the temperature when 5 ml has collected, 
in' the graduated cylinder^ and again at 
the 10, 20, 30, 40, 50, 60, 70, 80, 90, and 
95-mL marks (Note). 

Note.— Because of the frequent presence 
of a small amount of dissolved water in pine oil,. 
It is unnecessary to attempt to determine the 
initial boiling point. It is also not customary to'' 
determine the end point in the .distillation of 
pine oil. 

Polymerizatioii 

8. Determine the unpolymerized resi- 
due with 38 iV sulfuric acid in accordance 
with the procedure described in the 
Tentative Methods of Sampling and 
Testing Turpentine (A.S.T.M, Designa- 
tion; D 233).® 

Moisture 

9. {a) Determine the moisture content 
in accordance with the Standard Method 
of Test for Water in Petroleum Products 
and Other Bituminous Materials (A.S. 
T.M. Designation: D 95),® using a glass 
flask"^ and using either petroleum naph- 
tha, toluene, or xylene as the solvent. It 
is important that the flask be scrupu- 
lously clean, for if it shows any white 
deposits (such as might be caused from 
attack by alkalies during previous use), 
the percentage of water may be errone- 
ously high due to a slight decomposition 
of the terpene alcohols in the pine oil 

{h) Alternate Method. — Determine the 
moisture content in accordance with the 
Tentative Method of Test for Water in 
Liquid Naval Stores (A.S.T.M. Designa- 
tion: D 890).® 

Total Terpene Alcohols® 

10. {a) Apparatus. — -The apparatus 

shall consist of the following; 

(i) Flash — ^A round-bottom, short- 

neck, flask of 500-mL capacity. 

{2) Water Trap . — -A specially con- 
structed glass moisture trap, with 

■* Pyrex or Kimble glass is satisfactory for this purpose. 

This method of test consists of measuring the water 
evolved during the catalytic decomposition of the ter- 
pene alcohols. 
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dimensions as shown in Fig. 1 (Note 1), 
with or without stopcock. While not 
preferred, a Dean and Stark (Barrett 
type) moisture trap, 20-mL capacity, 
may also be used. 

Note 1 .—It is preferable to have all joints 

of the flask, ^ moistare trap, and condenser of 
the interchangeable .ground-glass type, with 
standard ,^24/40 taper. 

, (3) Condenser ~A straight-tube, wa- 
ter-cooled, glass, reflux type^ having 
a water jacket 400 mm. in length, 
with inner tube approximately 10 to 
12 mm. in diameter. 





Fig. 1. — ^Apparatus for Determining Alcohols 
in Pine Oil. 


(4) Mercury Reservoir, — A leveling 
bulb or globe-shaped separatory fun- 
nel, connected to the bottom of the 
moisture trap with a tightly fitting 
medium-heavy rubber tube about 24 
in. in length. The reservoir rests in a 
movable ring clamp sliding on a verti- 
cal rod. 


Oil (D802 - 46T) 

■ (5) Beat . Source,— A gas burner or 

an electric heater having suitable heat 

control. 

(6) Support for Preferably a 

transite or hard asbestos board with a 
2§-in. opening in the center, resting on 
a ring support. A piece of wire gauze 
may also be used. 

{h) Reagents: 

{!) Kontak Clay {Silica Gel) or 
finely ground FulIer^s earth. 

{2) Syrupy Phosphoric Acid (c.p. 85 
per cent). 

(5) Dry Dipentene^ Xylene^ or Pe- 
troleum Hydrocarbon Solvent of similar 
boiling range, such as mineral spirits 
(Note 2). 

Note 2. — dipentene is used, it shall 
have been treated according to this procedure, 
to remove traces of terpene alcohol that may 
be present. 

{c) Procedure,— 0,1 g, ol YLoxi- 
tak clay or Fuller’s earth and brush it 
into the SOO-mL round-bottom flask, 
adding a few glass beads. Tare the flask 
to the nearest 0.1 g. on a triple beam side 
arm balance, and pipette 100 db 0.25 g. 
of the sample into the flask, taking 
care to avoid dropping any on the neck or 
outside of the flask. (Should this occur, 
wipe dry with a cloth moistened with the 
dipentene or other solvent). From a 
l-ml graduated pipette add 0.3 ml. of 
phosphoric acid to the flask. Apply a 
thin film of stopcock lubricant to all 
ground-glass taper joints, and connect 
the apparatus. Raise the mercury into 
the graduated leg of the moisture trap, 
about 1 in. below the level of the side 
tube, and fasten the ring support of the 
reservoir to hold it there. Insert a snug- 
fitting burette-cleaning brash with long 
wire handle into the top of the condenser, 
allowing the brush to remain near the 
top of the condenser but so that it can 
be lowered at will down to where the con- 
densation of the distillate takes place. 
Apply heat gently at first until the reac- 
tion gets under way. As the distillation 


1632 


Saicpmng anb- Testis Pine Oil (D 802 ^ 46 T) 


proceeds, and water and dipen tene collect 
in the trap, gradually lower the mercury 
level in the graduated leg of the trap. 
Bring down the droplets of water which 
adhere to the walls of the condenser by 
adding a few drops of dry solvent at the 
top of the condenser (enough to wet the 
brush) and then moving the brush up 
and down at the lower end of the con- 
denser. When the reaction appears to 
have slowed down, as indicated by a slow 
increase in the volume of trapped water, 
raise the mercury slowly to return the 
supernatant liquid to the flask, retaining 
the water in the trap. Then lower 
the mercury level to lower the water in 
the trap and continue the distillation. 
This raising and lowering of the mercury 
and the water layer above it, to return 
the lighter oily portion of the distillate 
from the trap back into the flask, shall be 
repeated several times, until it is appar- 


ent, from no' further increase in the vol- 
ume of water, -that the reaction is com- 
plete. ■ The ., condenser tube shall be 
entirely free from water droplets at the 
end of the /test. ' . 

: (d) Cdmlation.—Fmm the volume of 
water , collected in ; the, trap deduct; the,..' 
amount of moisture, contained, in the 
sample, and calculate the percentage of . 
total alcohols as follows: 

Total alcohols, per cent =» ml. of HaO X 8.56 

where: 

8,56 = grams of terpene alcohol equiva- 
lent to 1 g. of H 2 O (Noted). 

Note 3. — If desired, the moisture may be de- • 
termined on the total alcohol sample (without 
addition of a solvent as specified in Section 9), 
before the addition of the dehydrating agents, 
using a scrupulously clean flask and the trap 
shown in Big. 1. 
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I A.S.T.M. Designation: D 856 - 46 T 
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Ihese lentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use ])ending adoption as standard. Suggestions for revisions 
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Scope 

1, These methods cover procedures 
for sampling and testing pine tars, both 

I kiln and retort, and pine-tar oils, to- 
: gather with compounded tar products of 
; naval stores origin. 

! Sampling 

2. {a) General Sampling Procedure.— 
The material shall be sampled in ac- 
cordance with the applicable portions 
of the Tentative Methods of Sampling 
Bituminous Materials (A.S.T.M. Desig- 
nation: D 140)^ and the Standard Meth- 
ods of Sampling Petroleum and Petro- 
leum Products (A.S.T.M. Designation: 
D 270).^ 

(J) Kiln Pine Tar in Barrels or 
Drums . — This type of tar may contain 
more than the small permissible quan- 
tity of water usually present under good 
producing practice. The water may be 
separated at the top, but it is not unusual 

^ Under the standardization procedure of the Society, 
these methods are under the jurisdiction of the A.S.T.M* 
Committee T)47 on Naval Stores. 

® Revision accepted by the Society at annual meeting, 
June, 1946. 

® Appears in this publication, see Contents in Numeric 
Sequence of A.S/r.M. Designations at front of book. 

* 1946 Book of A.S.T.M. Standards, Part III~A. 


to find it settled out at the bottom of the 
container, due to a high concentration of 
dissolved tar acids. (In good practice 
most of this water should be removed 
at the point of production or preparation 
for shipment.) By means of a “thief^’ 
or a rod at least 1 ft. longer than the 
length or diameter of the container, so 
as to permit it to extend to the bottom 
of the barrel or drum (the usual type of 
container) probe the tar at top and 
bottom, without too much agitation, to 
ascertain whether there is any appreci- 
able quantity of water present. Remove 
as much of the water as possible. Then 
insert the thief or probe rod to the 
bottom and stir the tar up as much as 
possible. Rapidly raise and lower the 
rod eight or ten times, taking care to 
avoid pulling it out of the drum. In 
this way a layer of the tar and any ac- 
companying water is brought onto the 
surface of the rod. Finally, quickly 
withdraw the rod and allow the adhering 
tar to flow into a bucket or other con- 
tainer in which a composite sample may 
be collected. Repeat the procedure, 
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taking two portions from each drum 
sampled., 

(c) Number o] Drums Sampled . — ^In 
order to ascertain the average condition 
of a lot, at least 20 per cent, and if 
possible all of the drums, shall be opened 
and examined. Take samples for further 
tests from at least 10 per cent of the 
drums, selecting those drums which ap- 
pear to be most representative of the 
general condition of the lot as indicated 
by the visual examination made as 
described in Paragraph (i). 

Preparation of Sample 

3. Thoroughly stir and agitate the 
entire sample, preferably pouring it out 
into a large beaker and stirring after 
first stirring in the container. This is 
necessary to ensure complete mixing of 
any separated water or light oil and to 
obtain complete uniformity of sample. 
Strain through cheesecloth to remove any 
particles. All subsequent tests shall be 
made on portions taken after further 
thorough stirring of the sample. 

PilYSIGAL TESTS 
Condition and Appearance 
Procedure 

4. Flow a thin layer of the pine tar or 
pine-tar oil on a clear glass surface (as 
in a partly filled glass container). Ex- 
amine the film for suspended droplets of 
water and other foreign matter. 

Color 

Procedure 

5. Rub out one drop of the pine tar or 
pine-tar oil between two sheets of white 
writing paper. Observe the color of the 
resultant spot, along with that of the 
film of tar examined in accordance with 
Section 4. 

Note. — Clean tar has a bright golden or red- 
dish brown color when examined in accordance 
with Section 5. 


SpEcmc Gravity. ' 

Procedure 

6. (a) Specific gravity- of pine tar and 
pine-tar oil shall be expressed ' as the 
ratio of the weight of a given volume 
of the material at 25 C. (77 F.) to that 
of an equal volume of water at 15.56 C. 
(60 F.) and shall be rei)orted to the third 
decimal place as: 

Specific gravity, 25/15.56 C. (77/60 F.). , 

(b) The specific gravity may be deter- 
mined at any convenient room tempera- 
ture with a 2S-mL Hubbard pycnometer 
or weighing bottle, as described in the 
Standard Methocl of Test for Specific 
Gravity of Road Oils, Road Tars, 
Asphalt Cements, and Soft Tar Pitches 
(A.S.T.M. Designation; D 70),^ being 
sure to use the weight of water contained 
by the pycnometer at the temperature 
of the test. Since the specific gravity 
of pine tar and pine-tar oil at room 
temperature changes by 0,0005 per 
degree Centigrade change in tempera- 
ture, add or subtract 0.0005 for each 
degree that the temperature is, respec- 
tively, above or below 25 C. Finally 
convert such corrected value to the 
25/15.56 C. basis by multiplying by the 
factor 0.998, 

(c) As an alternate procedure, the 
specific gravity may be determined 
(somewhat less accurately) with a suit- 
able hydrometer, such as that described 
in the Standard Method of Test for 
Specific Gravity of Creosote (A.S.T.M, 
Designation: D 368).^ If the tempera- 
ture of the tar is above or below 25 G., 
correct the reading by means of the same 
value for change in specific gravity, 
that is 0.0005 per degree Centigrade. 

Note. — For very heavy viscous tars it may be 
advantageous to warm the sample to 40 to 45 C., 
in which case the correction factor for correcting 
the observed reading of the hydrometer to 25 C. 
will be 0.0004 per degree Centigrade. 
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.. Viscosity 
Types of Test 

7. For determining the viscosity ^ of 
pine tars, the Stomier viscos,imeter is 
recommended. The Saybolt Furol vis- 
cosimeter may also be used to give close 
approximation of the absolute viscosity 
of pine tar, under the conditions set 
forth below. Viscosity of pine tar shall 
be calculated and reported in centipoises. 

Temperature of Tests 

8. Viscosity determinations shall be 
made either at 30 C. or at SO C. For 
pine-tar oils, and for pine tars classified 
as ‘hhin,’^ the test shall be made at 30 C., 
provided that when the Stormer viscosity 
exceeds 180 see., or when the Saybolt 
Furol viscosity exceeds 360 sec., the 
temperature of test shall be 50 C. For 
pine tars classified as ^^medium’^ or 
^%eavy,^’ the test shall be made at SO C. 

Stormer Method 

Apparatus 

9. The apparatus shall consist of a 
standard type Stormer viscosimeter 
(Fig. 1) equipped with the following: 

(a) Rotor.— A plated cylindrical rotor 
(preferably gold-plated), 

(b) Test Cup.— A test cup (preferably 
gold-plated) with two side vanes, central 
baffle, and thermometer holder, 

(r) W eighL— Weight box and sufficient 
shot for a total weight of 150 g., and 

(d) Thermometer. — A thermometer of 
suitable diameter to fit snugly into the 
thermometer well, and graduated from 
0 to 100 C, 

Calibration of Apparatus, 

10. (a) Determine the values of fac- 
tors K and a (see Section 12) for each 
instrument by making a series of pre- 
liminary runs with a suitable oil of which 
the absolute viscosities are known at 


several temperatures, following the pro- 
cedure described in Section 11. The 
National Bureau of Standards stand- 
ard viscosity .oil N is suitable for this 
purpose. Having determined the aver- 
age value of t for each temperature at 
which the absolute viscosity of the oil is 
known, substitute these values in the 
equation given in Section 12. Set the 
resulting equations down in pairs cor- 
responding to each combination of tem- 
peratures, and solve the value of K for 



Fig. L— Stormer Viscosimeter with 


Cylindrical Rotor. 

each such combination or pair of equa- 
tions. From these data determine the 
average value of K for the instrument. 
By substituting this value for K. in the 
several pairs of equations, determine the 
two values for a for each pair of equa- 
tions and then calculate the average 
value for the pair. From these averages 
calculate the mean value for a (Note). 

Note.— F or an instrument in good condition, 
a will usually be less than 1 sec.; therefore, if the 
correct value for a has not recently been de- 
termined, use 1.0 sec. as an assumed value for 
this factor. 
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■(&) After prolonged use of a viscosim- 
eter on tar samples, the values of K and 
G should be checked by running another 
series of tests on a fresh portion of the 
standard oil The standard oil should 
be kept in a full or nearly fuE bottle, 
weE stoppered and stored in a cool, 
dark place, ■ 

Procedure 

11. (a) Place the instrument on a 
horizontal shelf or table in such a posi- 
tion that the weight may drop without 
obstruction through a sufficient distance 
(about 40 in.) to revolve the cylinder 
about 125 revolutions, as indicated by 
the pointer on the counter. Attach the 
rotating cylinder shaft to the instrument 
by pushing the shaft upward as far, as it 
will go into the chuck, and secure it with 
the set screw. Fill the test cup with the 
sample until the latter is about | in. 
above the top of the vanes. Place the 
test cup in the water bath with the 
thermometer well away from the upright 
support rod of the instrument, that is, to 
the left of the center when facing the 
counting dial. Raise the water bath 
with test cup until the contents of the 
latter covers the top of the irotor cylinder 
to such a depth that there is a stratum 
of liquid of equal thickness both above 
and below the rotating cylinder. Secure 
it in this position by tightening the set 
screw which engages one of the vertical 
supports. The collar on the latter may 
be set to determine this position and 
assure its repetition in subsequent tests. 

(&) Place the thermometer in its posi- 
tion in the thermometer well. Adjust 
the temperature of the sample as may 
be required by heating or cooling the 
bath. While the sample is being brought 
to the desired temperature, raise the 
operating weight so that it nearly touches 
the frame above it. Release ffie brake 
by a quarter turn of the milled head 
screw, thus revolving the cylinder and 


providing agitation of the sample. 
When sufficient time (longer time: re- ' 
quired for more viscous , samples) has 
been allowed for the temperature of the 
entire assembly of bath, cup, rotor, and 
sample to become uniform at the desired 
temperature, raise the weight to its 
starting position. With stopwatch in 
hand, release the brake and observe the 
motion of the pointer. After eight to 
ten revolutions have been made, time the 
next 100 revolutions. The temperature 
should be carefully controlled during 
this period. The average of several de- 
terminations shall be taken as the 
Stormer viscosity in seconds per 100 
revolutions for the instrument. 

Calculation and Report 

12. Convert the recorded or observed 
viscosity of the sample in seconds per 
100 revolutions to absolute viscosity and 
report the value in centipoises calcu- 
lated as follows: 

Absolute viscosity, centipoises = Km{t — a) 
where: 

iC = a constant or factor for the ap- 
paratus, 

m = mass of the operating weight, in 
grams, 

t =* time in seconds per 100 revolu- 
tions, and 

a == a time factor, to correct for me- 
chanical friction in the apparatus. 

SayhoU Method 

Procedure 

13. Determine Saybolt viscosity in 
seconds with a Saybolt Furol viscosim- 
eter in accordance with the Standard 
Method of Test for Viscosity by Means 
of the Saybolt Viscosimeter (A.S.T.M, 
Designation: D 88).^ Determine the 
density (not specific gravity) of the tar 
at the temperature of test (a Hubbard 
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specific gravity bottle is recommended) . 
Convert the' observed viscosity in seconds 
to absolute viscosity in centipoises as 
follows (Note 1): 

Absolute viscosity (Gen tipoises) ** 2A3 tfd 
where: , 

t « Saybolt Furol viscosity in seconds, 
/ = a correction factor for the instru- 
ment. If a standard oil is used 
for calibration, having its 
viscosity stated in seconds for a 
standard instrument, this factor 
is equal to the ratio of standard 
seconds to observed seconds for 
the instrument used. If the vis- 
cosity is stated in centipoises, 
this value, with the observed 
time and the density of the oil 
shall be substituted in the above 
formula in order to calculate / 
for the instrument. The value of 
/ should be calculated for both 
30 C. and 50 C. 

d “ density of the sample at tempera- 
ture of test. 

Note 1. — While the true Herschel formula 
/ 160\ 

for petroleum oils at 50 C. is C — ( 2.13 / j- 1 

X d X /, experiments with pine tars indicate 
that results within the limit of experimental 
error, close enough for practical purposes, and 
in good agreement with results obtained with 
the Stormer viscosimeter, may be expected by 
the use of the simpler formula given in Section 13. 

Note 2. — The National Bureau of Stand- 
ards standard viscosity oil N is suitable for this 
purpose. 

Note 3. — ^The value of / must be determined 
at both 30 C. and 50 C. 

Distillation' 

Procedure 

14. (a) Determine the distillation 
range of pine tar and pine-tar oils in 
accordance with the Standard Method of 
Test for Distillation of Tar Products 
Suitable for Road Treatment (A.S.T.M. 
Designation: D 20).® 


(6). Observe . the total volume dis- 
tilled at 170 C., at 200 C., and the cumu- 
lative volume at each 25 G. interval 
thereafter. When the maximum tem- 
perature to be read or stated in a speci- 
fication is indicated by the thermometer, 
or as soon as a drop in temperature 
occurs before the maximum specified 
temperature is reached, discontinue the 
heating, allow the condenser to drain, 
and record the total quantity distilled 
to that temperature. Record the maxi- 
mum temperature reached during the 
test if it is below the maximum tempera- 
ture specified in the test. 

Moisture 

Apparatus 

15. The apparatus shall consist of the 
following: 

(a) Flash — K 500-mL short-neck, 
round-bottom flask with interchangeable 
ground-glass joint, standard 24/40 taper. 

(5) Trap , — A trap to collect and 
measure condensed water and return 
the condensed solvent to the flask. The 
trap shall have a capacity of 10 ml. and 
be graduated in 0.1 ml. divisions. The 
connections between trap and condenser 
and flask shall be interchangeable 
ground-glass joints, standard 24/40 
taper. 

{c) Condenser , — ^A condenser having 
a water jacket 400 mm. in length, and 
interchangeable ground-glass joint for 
attachiuent to the trap, standard 24/40 
taper. 

Solvent 

16. The solvent shall be xylene, or a 
petroleum solvent having a boiling range 
such that not more than 5 per cent dis- 
tills at 110 C, and not less than 90 per 
cent distills up to 150 C, 

Procedure 

17. Weigh 200 g. of the sample 
into a tared flask. Add 100 ml. of the 
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solvent .and attacli the trap .and con- ■ 
denser. Heat the flask and distill slowly 
at a rate of about 100 drops per min. 
When most of the water has distilled, 
increase the rate of distillation to 200 
drops per min. and maintain this dis- 
tillation rate until no more water is 
collected. During the distillation, wash 
down droplets of water which may collect 
in the condenser with 5-mL portions of 
solvent. Water in the receiver and con- 
denser may be made to separate by 
moving a spiral copper wire up and 
down. Reflux at least 1 hr., shut off 
heat at the end of this period, and read 
the volume of water. Calculate the 
percentage of moisture, expressing the 
results in two digits. 

Ash 

Apparatus 

18. Crucible or Dish.— A porcelain, 
silica, or quartz crucible or dish having a 
capacity of 50 to 60 ml. 

Procedure 

19. Heat the crucible or dish, trans- 
fer to a desiccator, and when cool, 
weigh to the nearest 0.0001 g. Place 
approximately 20 g. of the sample in 
the crucible or dish and weigh to the 
nearest 0.1 g. Heat gently with a gas 
flame and ignite the sample, allowing it 
to burn completely. Burn off all free 
carbon from the sides of the crucible or 
dish and finally heat the residue with a 
strong flame or in a mufiie furnace (at 
about 700 C.) until all carbonaceous mat- 
ter disappears (Note). After cooling in 
a desiccator, w^eigh the crucible or dish 
to the nearest 0.0001 g. Repeat the 
heating until constant w^eight is obtained . 
Calculate the percentage of ash, express- 
ing the results in two digits. 

Note. — On account of the light fluffy nature 
of the ash from many pine tars, extreme care 
must be taken to prevent particles of ash from 
being blown out of the dish by drafts of air. 


It is advisable to covei* the dish with a watch 
glass when it is removed from the flame or 
furnace, allowing the glass to remain until the 
dish is weighed. 

CHEMICAL ANx\LYSIS , , ^ 

Acid Number 

Procedure 

20. In a small porcelain crucible or 
glass weighing capsule, accurately weigh 
0,2 to 0.3 g. of the sample. Place 100 
ml. of alcohol (Formula 30 or other 
laboratory grade) in a 250-mL wide- 
mouth Erlenme^^er flask, and add a small 
quantity of Alkali Blue (dry powder) 
from the end of a small spatula. The 
alcohol should take on a distinct blue 
color. Add 0.1 iV NaOFI dropwise until 
the color just changes from blue to red. 
Introduce the crucible and sample and 
bring into solution by warming on a hot 
plate. A blue-green color will again 
develop. If the blue is masked by the 
color of the tar, add additional indicator. 
Titrate with the NaOH until no blue 
remains in the color of the solution 
when the flask is held at an angle against 
a white background. 

Calculation 

21. Calculate the acid number, ex- 
pressed in milligrams of KOH per gram, 
as follows: 


Add number = 


A 


XN X 56.1 
W 


where: 

A = milliliters of NaOH solution, 

N = normality of the NaOH solution, 
and 

W — grams of sample, dry basis. 
Volatile Acids 

Procedure 

22. (a) Transfer 10-g. of the sample 
to a 500-mL, long-neck, round-bottom 
flask and add 125 ml, of xylene and 10 
ml. of water. Connect the flask to a 
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Liebig condenser and attach an adapter 
leading within about 1 in. of the bottorn 
of a 250-mL, wide-mouth Erlenmeyer 
flask containing 50 ml of distilled water. 
Distill slowly until about 75 to 80 ml. 
of xylene has been collected. 

(b) Add 5 or 6 drops of phenol- 
phthalein indicator and titrate with 0.1 
N NaOH, shaking thoroughly after each 
addition. Calculate the percentage of 
volatile acids in terms of acetic acid. 

Copper 

Procedure 

23. (a) Ash 50 g. of the sample in a 
porcelain crucible or evaporating dish. 
Dissolve the ash in 15 ml. of HNO 3 (1:3) 
and boil 5 min. Cool, add 25 ml. of 
water, and filter off any insoluble matter. 
Add a slight excess of NH 4 OH (sp. gr. 
0.90) and boil several minutes. Filter 
off the precipitate and wash with a few 
ml. of warm water saving the filtrate. 

(b) Dissolve the precipitate in a few 
milliliters of HNO 3 (1:9). Bring to 
boiling, reprecipitate with NH 4 OH, and 


boil again. Filter and wash the precipi- 
' tate, combining the filtrates. 

(c) Acidify the combined filtrates with 
H 2 SO 4 (1:5), add 5 ml. of saturated 
bromine water, and boil off the excess 
bromine. Cool and add a slight excess 
of NH4OH. Boil to expel the excess 
NH4OH, acidify with 3 to 4 ml of 
acetic acid, boil for 1 min., and cool to 
room temperature. 

, (d) Add 10 ml. of KI (300 g. per 1) 
and immediately titrate the liberated 
iodine with 0.02 JV Na£S 203 , using starch 
indicator. 

Calculation 

24. Calculate the percentage of copper 
as follows: 

^ AbTX 0,0636 _ 

Copper, per cent — X 100 

W 

where: 

A == milliliters of Na 2 S 203 solution re- 
quired for titration, 

N = normality of the Na 2 S 203 solu- 
tion, and 

W = grams of sample used. 


Hentative Methods of 

TESTING TALL GIL' 



A.S.T.M. Besignation; D 803 - 44 T 
Issued, 1944.^ 

These Tentative Methods have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These methods cover the test pro- 
cedures to be applied to whole taU oils or 
refined tall oils. 

Sampling 

2. Note.— M ethods of sampling will be sup- 
plied later. Standard Methods of Sampling 
Petroleum and Petroleum Products (A.S.T.M. 
Designation: D 270)^ and the Methods of Sam- 
pling Oils and Fats of the American Oil Chemists 
Society are being studied by the committee. 
Some of these procedures will probably be pro- 
posed for sampling tall oil. 

Conditioning 

3. Heat the entire sample^ in a closed 

container fitted with a capillary vent or 
its equivalent. Heat by immersion in an 
open steam or boiling water bath to avoid 
over heating. Withdraw the specimens 
only when ail crystalline matter has dis- 
solved and when the entire sample be- 
comes a homogeneous fluid after thor- 
ough, stirring. , , 


i Under the standardization procedure of the Society, 
these methods are under the junsdiction of the A.S.T.M. 
Committee D-17 on Naval Stores. 

s Accepted by the Society at annual meeting, June, 
1944 : ■ 

» 1946 Book of A.S.T,M. Standards, Part III-A. 

« Some kind of agitation, even if done occasionally by 
hand, saves much time. 


PHYSICAL TESTS 
Viscosity 

Procedure 

4. Determine the viscosity in accord- 
ance with the Standard Method of Test 
for Viscosity by Means of the Saybolt 
Viscosimeter (A.S.T.M. Designation: 
D 88),® except that the temperature of 
testing shall be 210 F. unless a lower tem- 
perature is specified but in no case may a 
temperature of less than 180 F. be used. 

Pour Point 

Procedure 

5. Determine the pour point in accord- 
ance with Section 6 {h) of the Standard 
Method of Test for Cloud and Pour 
Points (A.S.T.M. Designation: D 97),® 
reporting only the lower pour point.® 

Flash and' Fire Points 

Procedure 

6. Determine the flash and fire points 
in accordance with the Standard Method 


® Appears in this publication, see Contents in Numeric 
Sequence of A.S.TJM. Designations at front of book. 

« The upper pour point is not reproducible owing to 
the tendency of tall oil to crystallize. 
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of Test for Flash and Fire Points by 
Means of Open Gup (A.S.T.M. Designa- 
tion: D 92).^ 

, Color'^ 

Reagent 

v, I.^Benzene^ c.p. 

Apparatus- 
's.' The apparatus shall consist of the 
following: 

(a) Light Source— K light source of a 
100 w. frosted Mazda daylight lamp. 

(&) Magnesia Block— A magnesia 

block with dimensions of 1 by 2f by 3f in. 

(c) Tintometer —An enclosed Wesson 
type K60E tintometer consisting of a 
lightproof box with dull black interior 
containing the 100 w. frosted Mazda day- 
light lamp, the block of magnesia with 
white reflecting surface set at a proper 
angle to reflect the light vertically up- 
ward through the tube containing the 
sample of oil and through the standard 
color glasses alongside the tube of oil, and 
receptacles for holding the tube of oil 
and the color glasses. An eyepiece with 
dull black interior finish fits over the oil 
tube and color glasses so that the light 
passing through both may be observed 
simultaneously. 

(d) Lovibond Color Glasses —Bed and 
yellow color glasses, of suitable numbers 
to match the color of the oils to be ex- 
amined. Red glasses shall be standard- 
ized b}^ the National Bureau of Standards. 
Use the correct color value regard- 
less of the numerical value shown on the 
glasses. The minimum standard set 
shall consist of the following numbers of 
red and yellow glasses: 

fO.l 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 

Red h.O 2.0 2.5 3.0 3.5 4.0 5.0 6.0 7.0 

[7.6 S.O 9.0 10.0 11.0 12.0 16.0 20.0 

Yellow. . . . 1.0 2.0 3.0 5.0 10.0 15.0 20.0 35.0 50.0 70 

Also neutral or colorless glasses. 

Adopted from the official methods of the American 
Oil Chemists’ Society. 


(e) Color Color tubes having 

a flat, smooth polished bottom of clear, 
colorless glass and of the following dimen- 
sions: 154 mm. in over-all length, 19 mm. 
in inside diameter, 22 mm. in outside 
diameter, and marked to indicate, an oil 
columnof67 ram.® 

Procedure 

9. {a) Fill a tube with the oil to be 
examined to a depth of 67 mm. This 
depth is equal to one half the standard 
column used in oil testing, and is desig- 
nated half column. Oil shall be at a 
temperature of 20 to 24 C. and shall be 
clear and transparent. Filter through a 
heavy-grade, close-texture, filter paper, if 
necessary to remove turbidity to permit 
matching the color (in such cases note on 
the report that filtering was necessary). 
If, however, the tail oil under examina- 
tion is not completely liquid at 24 C., 
heat slowly with agitation until com- 
pletely liquefied. Cool the liquefied tall 
oil to 24 C. and read the color before the 
sample has recrystaliized (Note). In- 
sert the tube containing the tall oil in 
the tintometer housing and place beside 
it a tube filled to the 67-mm. mark with 
distilled water. Place Lovibond red and 
yellow color glasses over the tube con- 
taining the distilled water until a match 
is obtained, observing the color of the oil 
and glasses through the eyepiece. 

(5) In matching the color use the least 
possible number of glasses to obtain the 
color match. When matching the color 
of very light colored tall oils it may be 
necessary to place three neutral or clear 
glasses over the tube containing the oil to 
get a balanced field. Where the color is 
too dark to read, dilute the tall oil to 5 
per cent by weight in benzene® and deter- 
mine its Lovibond color. 

* This is the standard American Oil Chemist’s Society 
color tube with an additional line marked as specified and 

identical with the Standard Color Tube of the American 
Oil Chemists’ Society. 

» Other solvents may not be used. 
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Report " 

.10., Report the . color, as follows: 

(1) For. Mali Column of Tall Oil: 

Lovibond Half-Column Color /Red 

\Ye!low 

(2) For Half Column of 5 per cent 
Solution of Tall Oil in Benzene: 

Lovibond Half-Column Color 5 per /Red 
cent Solution in Benzene .\yellow 

Note. — If the sample recrystallizes before a 
color reading can be obtained, remove the 
crystals by filtration through a Biichner funnel 
and determine the color of the filtrate. 



A *= 45 to 55 mm., 

B == 22 to 24 mm., inside diameter. 

C = 9 to 11 mm., inside diameter. 

D = 235 to 240 mm. 

E = 146 to 156 mm. 

F and G are interchangeable joints, standard taper 24/40. 

Fig. 1. — Assembly of Apparatus for Moisture 
■ Test. 

Moisture 

Apparatus 

11. The apparatus as shown in Fig. 1 
shall consist of the following: 

{a) Flask. — A 500-mL or a l-Iiter 
short-neck, round-bottom, glass flask, 


depending upon the weight of the sample 
used. 

(b) Oil Bath— An oil bath which does 
not smoke excessively below 160 G. 
(Note), 

(c) Condenser. — A reflux condenser 
connected to the flask and discharging 
into a trap. 

(d) Trap. — A trap made of well- 
annealed glass constructed in accordance 
with Fig. 1 and graduated as shown to 
contain 5 ml. at 20 C. shall be used. It 
shall be subdivided into 0.1 -ml. divisions, 
with each 1-mI. line numbered (5 ml. at 
top). The error in any indicated ca- 
pacity may not be greater than 0.05 mi. 

Note.— A n oil bath is required because the 
radiant heat of electric heaters and most gas 
flames causes suflicient cracking to form appre- 
ciable quantities of water especially where im- 
purities such as black liquor, soaps, lignin, or 
other xylene insoluble matter is present. 

Reagent 

12. Xylene, c.p. 

Procedure 

13. For tall oils containing up to 1,0 
per cent moisture use 500 rt 2 g. of the 
sample. For tali oil containing 1 per 
cent or more of moisture use 150 i 1 g. 
of the sample. Weigh the tall oil into 
the flask and add either 200 ml. of xylene 
for the 500-g. sample or 100 ml. of xylene 
for the 150-g. sample. Attach the flask 
to the trap which is connected to the 
condenser. Prior to starting the deter- 
mination, fill the receiver with xylene by 
pouring in through the reflux condenser. 
So that the refluxing will be under better 
control, wrap the flask and tube leading 
to the receiver with asbestos cloth. Heat 
the oil bath with a gas burner or other 
source of heat and distill slowly. The 
rate at the start shall be approximately 
100 drops per minute. When the greater 
part of the water has distilled, increase 
the distillation rate to 200 drops per 
minute until no more water is collected. 
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Purge the reflux condenser during the 
distillation with 5-ml. portions of xylene 

to wash down any moisture adhering to 
the walls of the condenser. The water in 
the receiver may be made to separate 
from the xylene by using a spiral copper 
wire. Move the wire up and down in 
tlie condenser occasionally, thus causing 
the water to settle to the bottom of the 
receiver. Reflux for at least 2 hr. and 
shut off the heat at the end of this period. 
Adjust the .temperature of the distillate 
to 20 C. Read the volume of water. 

Calculation 

14. Calculate the percentage of mois- 
ture from the following formula (Note): 

V 

Moisture, per cent = “ X 100 
W 

where: 

F = volume of water in milliliters at 
20 C., and 

W = weight of sample in grams. 

Note.— Express the results by two digits, 
for example: 0.31, 1.0, or 3.1 per cent. 

Ash 

Apparatus 

15. Platinum Dish . — A platinum dish 
of 50 to 100-mL capacity (Note). 

Note.— A porcelain or silica dish may be 
used in place of platinum, if the ash is not to be 
analyzed. 

Procedure 

16. Heat the platinum dish to redness 
and, after cooling in a desiccator, weigh 
to the nearest 0.0001 g. Place an ap- 
proximately 20-g. sample of tall oil in the 
dish and weigh to the nearest 0.1 g. 
(Note 1). Heat the dish gently by 
means of a bunsen burner until the oil 
can be ignited at the surface (Note 2). 
Remove the burner and allow the oil to 
burn completely. Burn all free carbon 
on the sides of the dish and heat the resi- 
due with a strong flame, or in a mufHe 


furnace, until all carbonaceous matter 
disappears. After cooling in a desiccator 
weigh the dish to the nearest 0.0001 g. 
Repeat the heating until a constant 
weight is obtained. 

Note 1. — This size is suitable for ash con- 
tents in the range of 0.02 to 0.2 per cent; but 
in the case of lower or higher ash contents, a 
larger or smaller sample may be used. In such 
cases the result shall be specified or reported as 
follows: “Ash (. . . g. sample) . . . per cent.” 

Note 2. — To avoid foaming and loss of sam- 
ple in the case of samples containing moisture, 
it is advisable to add 1 to 2 ml. of absolute alco- 
hol before heating. 

Calculation 

17. Calculate the percentage of ash 
from the following formula (Note) : 

Ash, per cent - •§ X 100 
W 

where: 

R == weight of residue in grams, and 
W = weight of sample in grams, dry 
basis. 

Note. — Express the results in two digits. 
CHEMICAL ANALYSIS . 

Acid Number 

Reagents 

18. (a) Sodium Hydroxide Solution 
(0.5 M). — Standardize to plus or minus 
0.001 M. 

{b) Methyl Alcohol. 

{c) Thymol Blue Solution. — Dissolve 
0.1 g. of thymol blue in 20 ml. of hot 
methanol and dilute to 100 ml. with dis- 
tilled water. 

Procedure 

19. In a 250-ml. Erlenmeyer flask^^ of 

The pure methanol, 99.5 per cent, sold commercially 
by most leading producers of methanol is satisfactory. 
Ethyl alcohol (formula 3A or 30) may be used. 

M The flasks should be either new or cleaned by rinsing 
with a hot solution of hydrofluoric acid (2 to 3 per cent). 
This removes from the flasks the adhering partially dis- 
integrated silicates which would interfere with the de- 
termination. This treatment of flasks is not as important 
for determination of acid number as for determination of 
saponification number; however, it should be a good 
precautionary measure. 
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heat-resistant glass, dissolve 3.95 to 
4.05 g. of the sample^® of tail oil in' 100 ml. 
of methyl alcohol. Twirl the flask to dis- 
solve the sampie, using slight heat if nec- 
essary. Titrate with standard 0,5 M 
sodium hydroxide solution using 1 ml. 
of thymol blue solution as an indicator. 
The end point is a distinct blue (Note). 

Note.-— F or dark-colored tall oil the blue 
color will not be distinct. The end point is 
taken as the first permanent distinct darkening 
of the mixture. The end point can be seen more 
clearly if the titration is stopped just short of 
the end point and a few drops of thymol blue 
solution allowed to run down the side of the 
flask following each addition of 0.1 ml. of stand- 
ardized NaOH solution. 

Calculation 

20. Calculate the acid number, ex- 
pressed in milligrams of KOH per gram, 
from the following formula: 

■ . ' ■ AX MX 56.1 

Acid number 

W 

where; 

A = milliliters of NaOH solution, 

M = molar concentration or normality 
of the NaOH solution, and 
IF = weight of sample in grams, dry 
basis. 

Saponification Number 
Reagents 

21. (a) Alcoholic Potassium Ey~ 
droxide Solution {0.5 M). — Dissolve 33.0 
g. of pure potassium hydroxide pellets or 
sticks (85 per cent KOH) in methanoP^ 
and dilute to 1 liter in a volumetric flask. 
The solution must be clear. If it con- 
tains insoluble matter, it shall be either 
decanted after settling over night or 
filtered. 

{b) Sulfuric Acid Solution {025 M). — 
Standardize to plus or minus 0.001 M . 

1* Pyrex or Kimble glass is very satisfactory for this 
purpose. 

It is desirable to stay within rather narrow limits as 
to size of sample, in order not to introduce too large varia- 
tions in the relative concentrations of tall oil, alcohol, 
and alkali solutions. 

w Ethyl alcohol (formula 3A or 30) may be used. 


,, (c) Thymol Blue Dissolve' 

0.1 g. of thymol blue in 20 ml. of hot 
methanol and dilute to lOG ml. with dis- 
tilled water. 

Procedure 

22. (a) Weigh 2.95 to 3.05 g. of the 
sample^^ of tall oil into a 250-mL Erlen-^ 
meyer flasy^ of heat-resistant glass, 
preferably wdth ground-glass standard 
34/45 taper joint. Add 50.0 ml of alco- 
holic potassium hydroxide. Connect the 
flask to a water condenser. Place the 
flask in a water bath and allow the solu- 
tion to reflux for 0.5 hr. Cool and with- 
out washing down the condenser titrate 
immediately with 0.25 M sulfuric acid 
using 1 ml. of thymol blue as indicator. 

(^) Conduct two or three blank deter- 
minations using 50.0 ml. of 0.5 M alco- 
holic KOH. 

Calculation 

23. Calculate the saponification num- 
ber, expressed as milligrams of KOH per 
gram, from the following formula: 

^ , (B-3) XFxSd.! 

Saponification number 

W 

where: 

B =» milliliters of H 2 SO 4 for titration of 
blank, 

S = milliliters of H2SO4 for titration of 
sample, 

N = normality of the H 2 SO 4 solution, 
and 

W — weight of sample in grams, dry 
basis. 

Rosin Acids Number 
Modified Wolff Method 

Reagents , 

24:, {a) Metkanol.—Fnxe methanol 
(99.5 per cent) sold commercially by 
most of ' the leading producers of 
methanol. 

(b) Methyl Sulfuric Acid Solution,— 
Slowly pour 100 g. of sulfuric acid (sp. gr. 
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1.82 to 1,84), while stirring constantly, 
into 400' g. of methanol (99.S per cent). 
Preserve in a „ glass-stoppered bottle. 

(<;) Potassium Hydroxide in MeihanoL 
—Dissolve 33 g. of potassium hydroxide, 
preferably in the pellet form, in 1 liter of 
methanol (99.5 per cent) to form an ap- 
proximately half normal solution.^^ Po- 
tassium add phthalate is preferable for 
standardizing the solution; thus 2.553 g. 
of C 6 H 4 COOKCOOH will be neutralized 
by 25.00 ml. of 0.5000 M KOH. 

(d) T hymol Blue Solution , — Dissolve 
0.10 g. of thymol blue in 100 ml. of 
methanol 

Procedure 

25. Weigh 4 to 5 g. of the tall oil sam- 
ple in a tared 2S0-mL conical flask on a 
scale having a sensitivity of 0.01 g. Add 
ISO ml of methanol, and twirl the flask to 
dissolve the oil Add 5 ml of the methyl 
sulfuric add solution and boil the entire 
mixture for 2 min. under a reflux con- 
denser. When the contents have cooled, 
add 1 ml of the thymol blue solution and 
titrate with the methanol solution of po- 
tassium hydroxide. Continue this titra- 
tion until the thymol blue turns from red 
to yellow (about pH of 3) ; note the read- 
ing and then refill the burette if neces- 
sary. Continue the titration with the 
potassium hydroxide until the thymol 
blue turns from yellow to blue (about pH 
of 9). The milliliters of 0.5 M KOH con- 
sumed between the two end points are 
equivalent to the rosin acids present. 

Calculation 

26. Calculate the rosin acids number 
(Note) from the following formula: 

^ d. A X M X 56A 

Rosin acids , number = — — . 

W 

where: 

A =* milliliters of KOH consumed be- 
tween the two ends points, 


M = molar concentration or normality 
of KOH solution,, and ■ 

W weight . of sample dn grams, dry 
basis. 

Note.— T he rosin acids number is convenient 
for calculations and corresponds to an acid 
number in that it expresses the milligrams of 
KOH consumed by the neutralization of the 
rosin acids in 1 g. of the sample. 

Alternate McNicoll Method?'^ 

Apparatus 

27. The apparatus shall consist of the 
following: 

{d) Esterification Flask , — A 2S0-ml 
wide neck flask, standard 34/45 taper, of 
the Erlenmeyer type. 

{b) Reflux Condenser, — ^Any suitable 
water-cooled, glass reflux condenser. 

(^) Titration Stage, — A specially con- 
structed case, with an Eastman color 
filter, consisting of a Wratten “C” No. 
52, mounted in B glass, 3 in, square, pro- 
tected on both sides by a Corning 3| in. 
square polished glass, 2 mm. in thickness, 
medium shade, AKLO 397. This com- 
bination of glasses is seated in a cut-out 
section in the center of the top of the 
case. The interior shall be illuminated 
by electric lamps, in each end of the case, 
concealed from the view of the analyst. 
The light shall be reflected from a white 
opaque glass plate, placed in the bottom 
of the case. The dimensions of the case 
shall be: top and bottom 14 by 6 in.; 
sides, 14 by 5 in.; ends, 6 by 5 in. 

Reagents 

28. (a) Potassium Hydroxide {0,2 N), 
— Standardize a 0.2 N solution of KOH 
in 99.5 per cent methyl alcohol Due to 
the volatility of alcohol, this solution 
should be standardized frequently, 

{b) Thymol Blue SolutiQn,~--'DmsQhrt 
0.1 g. of th 3 miol blue in 100 ml of meth- 
anol 

15 Modified from the Standard Methods of Sampling 
and Chemical Analysis of Soaps and Soap Products 
CA.S.T.M. Designation: I) 460 ) , which appears in the 1946 
Book of A.S.T.M. Standards, Part III-A, 
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(c) Naphthaiene-^-Sulfomc ' Solution, 
— ^Dissolve 20 g. of Eastman grade or the 
equivalent in 1 liter of c.p; absolute (or 
99.5 per cent) methyl alcohol. ' ■ 

Procedure ■ 

29. '(a) . . : Ester , out 
about 2 ± 0.1 g. of tail oil into the esteri- 
fication flask. Add 25 ml. of naphtha- 
lene-iS-sulfonic acid solution. Add a few. 
glass beads to insure smooth boiling, 
attach the reflux condenser, and boil 
gently for 30 min. Run a blank using 
25 ml. of the reagent alone. At the end 
of the boiling period remove the flask 
and cool 

{h) Tiifation.—~kM 1 ml, of thymol 
blue indicator and titrate with 0.2 N 
alcoholic ROH, Titrate with the base of 
the flask resting on the color filter plate, 
and observe vertically. As the test solu- 
tion darkens on approaching the end 
point (pH of 9.6), add the standard solu- 
tion one drop at a time, observing 
whether or not a dark blue cloud forms at 
the surface where the drop comes in con- 
tact with the test solution. The end 
point is that at which the addition of one 
more drop of standard alkali solution 
causes no visible cloud or darkening at 
the instant and point where it fails into 
the solution, and produces no streaks as 
it disperses. ' 

Calculation ... 

30. The rosin acids number of tail oil 
when determined by the modified Mc- 
Nicoll method shall be calculated as 
follows: 

„ (r - .B) X If X 56.1 ■ 


where: 

Ri — rosin acids number, corrected 
(Note), 

T = milliliters of KOH required to 
titrate sample, 


B = milliliters of KO.H .required to 
•titrate blank,. , 

M == molar concentration or normality 
, ' .of KOH solution,, and ... 

IE == weight of sample, in grams, dry 
basis. ■ 

NotE. — Cooperative studies on rosin in 
soaps have indicated that the McNicoll method 
gives results approximately 1 per cent higher 
than those obtained by other methods for rosin 
content of soap. The committee therefore 
recommends tentatively that in reporting the 
rosin acid number of tall oil the results by the 
McNicoll method be corrected by subtracting 
1 from the recorded or calculated figure. 

Rosin- Acids 

Procedure ^ 

31. The percentage of rosin acids in 
the tall oil shall be calculated as abietic 
acid as follows: 

Rosin acids, per cent == 

: . 302 

■ rosin acids. number X 77 * 
'■561 

where: 

302 “ molecular weight of abietic acid. 

. Qualitative Test .for Rosin ' 
Procedure 

32. In any case where the rosin acid 
content is found to be less than 5 per 
cent, the actual presence of rosin should 
be checked qualitatively by the Lieber- 
mann-Storch test, as follows: Transfer 
about 2 ml. of the tali oil to a test tube, 
add 5 ml. of reagent grade acetic anhy- 
dride, and dissolve by warming on a 
steam bath or by other gentle heating. 
Cool and pour about one half the solution 
into a small white porcelain evaporating 
dish. Aiiow one drop of H 2 SO 4 (sp. gr. 
1.53) to run down the side of the dish. 
To prepare this special sulfuric acid, 
dilute 34,7 ml. of concentrated acid (sp. 
gr. 1.84) with 35.7 ml. of distilled water. 
If rosin acids are present a bright but 
fugitive violet coloration appears where 
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the liquids come into contact, which 
changes rapidly to a brownish tinge. It 
is advisable to make a check test with a 
sample of fatty acid to which a small 
quantity of rosin or rosin acid has been 
added. 

Unsaponieiable Matter (Sterols, 

■ , Higher Alcohols), ETCd® 

Reagents 

33. (^3^) 2.0 M Potassium Hydroxide 
%n Methanol (PP.5 per cent). 

(h) Diethyl Ether. 

Procedure 

34. Weigh 5.00 g. of the tall oil in a 
small Erlenmeyer flask, add 12 to IS ml. 
of the potassium hydroxide solution, and 
reflux for 1.5 hr. Transfer the contents 
of the flask to a separatory funnel with 
the aid of about 50 ml. of water, and ex- 

w This method is taken from Wilkie’s “Estimation 
of Unsaponifiable Matter in Oils, Fats, and Waxes,” 
Analysis Vol. 42, p. 200 (1917). Also described in Allen’s 
Commercial Organic Analysis, Part II, Vol. 90 (5th edi- 
tion). 


tract with ether, using successive por- 
tions of 40, 30, 30, and 30 ml. Collect 
the ether extracts in a separatory funnel 
containing 20 ml of water. Run off the 
water withou t shaking the funnel. Then 
wash the ether solution by shaking it 
vigorously with 2, 5, and 30 ml. of water. 
Transfer the solution to a small tared 
beaker, evaporate, and dry at 100 to 
105 C. to constant weight. Calculate 
the percentage of unsaponifiable matter 
(sterols, higher alcohols, etc.), using the 
weight of sample corrected to the dry 
basis. 

Fatty Acids 

Procedure 

35. Calculate the fatty adds content 
of the tali oil as follows: 

Fatty acids, per cent ~ 100 — (R + U) 
where: 

R = percentage of rosin acids, and 
U = percentage of unsaponifiable 
matter. 
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Abietic Acid, Commercial Grade. — A mix- 
ture of rosin adds sometimes separated 
from rosin (or tail oil) in either crystalline 
or vitreous transparent form, and in which 
true abietic add is a typical constituent, 
along with its isomers. 

Colophony, — A term denoting medium and 
high grades of rosin. 

Dipentene . — K monocyclic terpene hydro- 
carbon, the optically inactive form of lim- 
onene, present in the higher boiling 
fractions of several kinds of turpentine. 
Commercial dipentene is rich in dipen tene 
but usually also contains other terpenes 
and related compounds in varying 
amount, 

Gttm Thus. — Botanically, the oleoresin from 
trees of Boswellia species native to 
Arabia and Somaliland; also known as 
olibanum or frankincense. As applied to 
the naval stores industry, the term refers 
to the crystallized pine oleoresin or 
‘"scrape” collected from scarified “faces” 
of trees being worked for turpentine. 
Kaval Stores. — Chemically reactive oils, 
resins, tars, and pitches derived from the 

1 Under the standardization procedure of the Society, 
these definitions are under the Jurisdiction of the A.S.T Jd. 
Committee D-17 on Naval Stores. 

* Latest revision accepted by the Society at annuaJi 
meeting, June, 1946. 


oleoresin contained in, exuded by, or 
extracted from trees chiefly of the pine 
species {Genus Finns) ^ or from the wood 
of such trees. 

Oil of (Pine) Tar. — Certain heavier fractions 
of the volatile oil recovered by distilling 
pine-tar oil to convert it into pine tar. 

Oil of Turpentine. — ^The pharmaceutical 
name for spirits of turpentine which con- 
forms to the requirements of the U. S. 
Pharmacopoeia. 

(Sleoresin. — Pine gum, the nonaqueous 
secretion of resin acids dissolved in a 
terpene hydrocarbon oil which is: 

(i) Produced or exuded from the inter- 
cellular resin ducts of a living tree, 
{2) Accumulated, together with oxida- 
tion products, in the dead wood of 
weathered limbs and stumps. 

Pinene.— A bicyclic terpene hydrocarbon, 
the principal constituent of all turpentine, 
and existing therein in two isomeric 
forms, alpha- and beta-pinene. The 
latter is found in appreciable quantity 
only in gum spirits and sulfate wood 
turpentine. Pinene not otherwise de- 
scribed usually means alpha-pinene. 

Pine Oil.-— A colorless to amber colored 
volatile oil with characteristic pinaceous 
odor, consisting principally of isomeric 
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tertiary and secondary cyclic terpene 

" alcohols, with variable quantities of 
terpene hydrocarbons, ethers, ketones, 
phenols, and phenolic ethers, the amount 
and character of which depend on the 
source and method of manufacture. The 
three commercial kinds of pine oil are: 

(i) Steam-Distilled Pine Oil, obtained 
from pine wood by steam distillation or 
by solvent extraction followed by such 
distillation, 

{2) Destructively-Distilled Pine Oil, ob- 
tained from the lighter distillate from the 
destructive distillation (carbonization) of 
pine wood. 

{3) Synthetic Pine Oil, obtained by 
chemical hydration of terpene hydro- 
carbons to form the terpene alcohols, 
or by dehydration of terpin hydrate. 

Pine Needle OiL^ — An essential oil of typi- 
cal fragrance obtained by steam distilla- 
tion of the leaves (needles) of certain 
species of pine or other coniferous trees. 

Pine Tar, Kiln Burned. — The heavy, oily 
liquid resulting from controlled carboniza- 
tion (slow burning) of pine knots and 
stumpwood to charcoal in earth-covered 
piles or ^^kilns,” with introduction of in- 
sufficient air to permit complete combus- 
tion; contains undecomposed resin acids 
along with the decomposition products. 
This product is sometimes called “coun- 
try tar.” 

Pine Tar, Retort. — ^The tar produced by 
removal of volatile oils from pine tar oil 
by steam distillation. Several grades are 
marketed, namely: Thin, Medium, Heavy, 
and Extra Heavy, so classified on the 
basis of viscosity, and depending upon the 
quantity of volatile oils removed. 

Pine Tar, Stockholm. — Kiln-burned pine tar 
produced in Scandinavian countries from 
wood of the Northern European pine, 
Finns sylvestris. 

Pine Tar Oil. — The oil obtained by con- 
densing the vapors from the retorts in 
which resinous pine wood is destructively 
distilled (carbonized). 

Pine Pitch.— The dark-colored to black 
solidified material, somewhat pliant and 
tenacious, obtained by distilling off 
practically all the volatile oil from a 
retort pine tar; the genuine contains no 
added free rosin. 
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Pitch, Archangel.’*— Originally a genuine pine 
pitch made from pine tar in the Archangel 
district of Russia; in this country a similar 
product is made from residues of pine 
origin, blended with various oils to make a 
pitch for caulking boats. 

Pitch, Brewer^s.®— A term used to designate 
a type of pitch made by blending certain 
oils, waxes or other ingredients with rosin 
for the coating of beer barrels. 

Pitch, Burgundy.® — Originally the solidified 
resin obtained by heating and straining 
the air-dried solid oleoresin exhuded by 
the Norway spruce {Picea excelsa) and 
European silver fir {Abies pectinata); now 
denotes an artificial mixture made by 
heating rosin with certain fixed oils, the 
combination being used for adhesive 
plasters. 

Pitch, Navy. 3 — A pitch obtained by melting 
rosin with pine tar, with or without rosin 
distillation residues. 

Resenes. — As applied to naval stores, those 
constituents of rosin which cannot be 
saponified with alcoholic alkali, but which 
contain carbon, hydrogen, and oxygen in 
the molecule. 

Resinates, Metallic. — Rosin in which part 
or all of the rosin acids have been chemi- 
cally reacted with those metals which give 
soaps or salts which are water insoluble. 
Limed rosin, zinc-treated rosin, and the 
resinates of lead, cobalt, copper, and man- 
ganese, are of the greatest industrial im- 
portance. 

Rosin. — A specific kind of natural resin 
obtained as a vitreous water-insoluble 
material from pine oleoresin by removal of 
the volatile oils. It consists primarily of 
tricyclic monocarboxyiic acids having the 
general empirical formula C 20 HS 0 O 2 , with 
small quantities of compounds saponifiable 
only with boiling alcoholic potassium or 
sodium hydroxide, and some unsaponi- 
fiable matter. The two general classifica- 
tions or kinds of rosin in commerce are: 

{!) Gum Rosin, obtained from the 
oleoresin collected from living trees. 

(2) W ood Rosin, obtained from the 

* These terms have been in use in the naval stores in- 
dustry for many years. They cover a wide variety of com- 
pounded products in which the one constituent common to 
all is a large proportion of rosin. 



1650 Definitions 01' KaVae Stoses Ai* Related Peoducts (D 804 - 46 T) 


oleoresiE .contained in dead', wood, such 
as stumps. and knots... 

B.osiii, I/imed.- — See Resinates, Metallic. 

Rcsm, Modified.— Rosin that has been 
treated with heat or catalysts, or both, 
With or without added chemical sub- 
stances, so as to cause substantial change 
in the structure of the rosin acids, as 
isomerization, hydrogenation, dehydro- 
genation, or polymerization, without 
substantial effect on the carboxyl group. 
The following are types of modified rosin : 

(i) Disproporiiamted {Dehydrogenated) 
Rosin which has been sub- 
jected to chemical or physical treatment, 
or both, so as to cause substantial simulta- 
neous hydrogenation and dehydrogenation 
of the rosin acids to form their hydrogena- 
ted and dehydrogenated counterparts. 

{ 2 ) Heat-Treated Rosin,— -'R.oua in 
which a reduction of acid number and a 
positive shift in optical rotation has been 
brought about by controlled heat treat- 
ment only, in order to improve its suit- 
ability for specific uses. 

(J) Hydrogenated Rosin, — Rosin which 
has been treated with hydrogen under 
conditions which will cause a partial or 
complete saturation of the rosin acids 
present, best indicated by a drop in the 
refractive index. Commercial hydroge- 
nated rosin is usually only partially 
saturated. 

{ 4 } Polymerized Rosin, — Rosin which 
has been treated by chemical or physical 
means, or both, in a manner so as to 
cause a union of a part of the rosin acids 
to form polymers of greater molecular 
weight, to such an extent that the molec- 
ular weight of such rosin will be measur- 
ably greater than that of the original 
rosin. 

Rosin, Limed or Zmc-Treated. — Rosin 
which has been chemically reacted with a 
calcium or zinc compound, or both, to 
form a product containing a metallic salt 
of the rosin acids, along with unreacted 
rosin. The amount of calcium or zinc 
contained in finished products of this 
category may vary over a wide range. 
Rosin, Reclaimed. — Rosin that has been 
recovered or reclaimed by any means from 
waste or deteriorated material, provided 


that the concentration of rosin acids is not 
below^ that normal for rosin, and any resid- 
ual or contaminating component from the 
w’-aste material itself or from any article 
used in the recovery process is not in 
sufficient quantity to cause the physical 
or chemical properties of the reclaimed 
product to differ materially from those of 
rosin. 

Rosin Acids. — ^The acidic components of 
rosin isomeric with the acids present in 
oleoresin, with empirical formula 
C20H30O2, and derived therefrom when the 
oleoresin is converted to rosin by the 
usual commercial processes. . 

Rosin Oil. — ^The relatively viscous, oily 
portion of the condensate obtained when 
rosin is subjected to dry destructive 
distillation; also used to describe specially 
compounded oils having a rosin oil base. 

Rosin Spirits. — The relatively light, volatile 
portion of the condensate obtained in the 
first stages when rosin is subjected to 
dry destructive distillation. 

Rosin Standard (Grade).^ — Any combina- 
tion or assembly of colored glasses pre- 
pared and issued by the U. S. Department 
of Agriculture for use in classifying rosin 
as to grade. Standards for the following 
grades have been established by or under 
authority of the Federal Naval Stores 
Act: Grades X, WW, WG, N, M, K, I, 
H, G, F, E, D, and FF (the latter used 
only for wood rosin) (Note). 

Note. — Rosin darker in color than the 
standard for grade D or FF is graded B, 

The designation Opaque with the grade 
letters OP is used to describe rosin which, 
because of a turbid, cloudy, or nontrans- 
parent condition due to occluded mois- 
ture, excessive crystallization, or presence 
of foreign matter other than dirt, can 
not be accurately graded by comparison 
with any of the above described rosin 
grade standards. 

Rosin Type (Sample).— A sample of rosin 
used as an unofficial standard in grading 
rosin. Such sample shall be so selected, 
sized and surface-finished that it will have 
the form of an approximate J-in. cube, 
with at least two opposite faces having 
smooth parallel surfaces, and shall have a 
color, when vievred through these faces, 
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which matches within rather narrow toler- 
ances the color of the corresponding 
official government standard made of 
glass. 

Skimmiiigs ' (Tall Oil).— The curd, not 
acidified or otherwise processed, skimmed 
from the black liquor of the alkaline 
paper pulp industry, from which tall oil 
■■''.''•is obtained. ' 

Tall Oil.— The natural mixture of rosin 
acids related to abietic acid, and of fatty 
acids related to oleic acid, together with 
nonacidic bodies, which is obtained by 
acidifying the black liquor skimmings of 
the alkaiine paper pulp industry. 


Note. — T he following designations for tall 
oil shall be considered obsolete: 

Crude resinous liquid Swedish pine oil 

Finn oil Swedish resin 

Liquid resin Swedish rosin 

Liquid rosin Swedish rosin oil 

Resin oil Sylvie oil 

Sulfate pitch Talloel 

Sulfate resin Tallol 

Sulfate rosin 


Tall Oil Abietic Acid, — The crystalline or 
solid product, consisting principally of 
rosin acids, which is separated from tall 
oil by crystallization. The molecular 
weight of such acid shall be considered 
to be 302. 

Tall Oil Pitcti.— The undistilled residue from 
the distillation of tall oil. 

Tall Oil Rosin Acids. — The organic acids 
in tall oil that respond to the Liebermann- 
Storch test for rosin, and that remain 
unesterified after the application of the 
Wolff method or similar esterification 
procedures. 

Tall Oil Soap. — The product formed by the 
saponification or neutralization of tail oil 
with organic or inorganic bases. 

Terpene (Hydrocarbon). — An unsaturated 
organic compound having the empirical 
chemical formula CioHie, occurring in 
most essential oils and oleoresins of 
plants; further classified as monocyclic 
(dipentene), dicyclic (pinene), or acyclic 
(myreene), according to the molecular 
structure. 

Terpene Alcohol. — An alcohol directly re- 
lated to or derived from a terpene hydro- 


carbon; the following are common exam- 
ples: terpineol (tertiary cyclic), boriieol 
(secondary cyclic), geraiiiol (primary, 
acyclic), iinalool (tertiary, acyclic). 

Turpentine, (Spirits of).— The volatile : oil 
consisting primarily of a number of ter- 
pene hydrocarbons of the general formula 
CioHie, obtained by distilling the oleo- 
resiii exuded by or contained in the wood 
of certain species of pine trees. Four 
kinds of turpentine are now recognized: 

(1) Gum Turpentine or Gum 'Spirits of 
Turpentine ^ made from the gum (oleo- 
resin) collected from living trees, 

(2) Steam-Distilled Wood Turpentiner' 
obtained from the oleoresin within the 
wood by steam distillation of the wood 
direct or of an extract therefrom. 

(J) Sulfate Wood Turpenime^ recovered 
during the conversion of wood to paper 
pulp by the sulfate process. 

{4) Destructively-Distilled Wood Tur- 
pentine, obtained by fractionation of cer- 
tain oils recovered by condensing the 
vapors formed during the destructive 
distillation of pine wood. 

Turpentine, Oil of.— The pharmaceutical 
name for spirits of turpentine which con- 
forms to the requirements of the U. S. 
Pharmacopoeia. 

Turpentines, Various: 

Canada Turpentine^ — Same as Canada 
balsam, the oleoresin obtained from trees 
of the Canadian silver fir (Abies halsamea). 

Sulfite Turpentine. — This term is not in 
good usage, because the volatile oil re- 
covered in the conversion of wood to pulp 
by the sulfite process consists chiefly of 
cymene (CioHi 4 ) rather than pinene and 
other terpenes. 

Venice Turpentine. — Same as larch tur- 
pentine, the oleoresin of the European 
larch tree, Larix europea or Larix decidua. 
The term is also now used widelj’’ to 
describe the clear yellow liquid portion 
of pine oleoresin, or a synthetic product 
of similar composition made by dissolving 
rosin in a terpene solvent. 

Turpentme Substitute.— This term is not 
recommended, because its use to describe 
a paint thinner of mineral oil origin is 
illegal under the Federal Naval Stores 
Act, 
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Scope 

1. This method covers fire-tube test 
procedures for fire tests for combustible 
properties of wood treated to reduce 
flammability. The test relates to prop- 
erties of treated wood, as such, rather 
than to the performance of a fabrication 
used as an element of construction. 
Performance under this test shall be as 
prescribed in requirements applicable to 
materials intended for specific uses. 

Apparatus 

2. The apparatus for conducting the 
fire-tube test shall consist of the fire-tube 
assembly and accessory equipment as 
follows; 

{q) Fire-Tube Assembly, — A specially 
constructed balance designed to indicate 
directly the percentage loss of weight 
suffered by the test specimen when ex- 
posed to a standardized flame for a given 
duration. Essential construction details 


1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee E-5 on Fire Tests of Materials and Con- 
struction. 


of the apparatus assembly are shown 
in Figs. 1 and 2. 

(&) Igniting Burner, — An igniting 
burner of the low-form (curved-stem) 
bunsen type, having a tube | in. in inside 
diameter, and attached to a ring-stand 
support. A manometer to indicate the 
pressure of gas between the regulating 
cock and the burner shall be used. (A 
gas-pressure regulator is desirable.) 

(c) Temperature-Indicating Apparatus, 
— A thermometer or thermocouple 
equipment that will indicate tempera- 
tures up to 392 F. (200 C.). 

{d) Timer, — A timing device capable 
of being read to minutes and seconds. 

(e) Balance, — A balance capable of 
being read to 0.1 g, and suitable for 
weighing test specimens and moisture- 
content samples. 

(f) Oven,—K suitable thermostatically 
controlled oven for moisture-content 
determinations. 

Sampling and Test Specimens 

3. For interior trim or other lumber 
requiring penetration of treating solution 
throughout the section (but not for wood 


Accepted by the Society at annual meeting, June,19^, 
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given incomplete penetration), the test 
specimens shall , be^ prepared as follows: 

(a) At least one sample shall be taken 
from the lot for each SOOO bd. ft. or 
fraction thereof. Different species, and 
pieces of the same species with widely 
different thicknesses, shall be considered 
as separate lots and sampled accord- 
ingly. The samples shall be selected 
so as to include material from different 


within plus or minus in. Each test 
specimen may consist of one piece sawed 
the full 40-in. length or may be made up 
of several shorter pieces joined at squared 
ends with six small wire staples at each 
joint to give a combined length of 40 in. 

(c) From samples taken from boards 
having thicknesses of f in. or more, the 
specimen shall be prepared by cutting 
f by |-in. pieces_ longitudinally, not 
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(D-FiRE TUBE DETAILS 


{3).BALANCE SUPPORT AND CHART -"c” 


Fig. 1. — Gonstraction Details of Fire-Tube Apparatus. 


sections of a finished unit or d’fferent 
lengths of finished trim, or to include 
variations such as heartwood or sapwood, 
rate of growth, density, and other visible 
non-uniformities. Samples shall be cut 
not closer than 2 ft. from the ends of 
treated boards, 

{h) The standard specimens cut from 
the selected samples shall be f by | in. in 
cross-section by 40 in. in length, with 
surfaces smooth-sawed to dimensions 


nearer than f in. from the edge of the 
sample, and so that the face of the 
sample appears as one, or both, of the 
f-in. edges of the specimen; provided, 
however, that if the thickness of the 
sample exceeds in. an additional test 
specimen shall be cut from the center of 
the piece with the f-in. edge parallel to 
the edge of the sample. 

(d) From samples taken from boards 
having thicknesses of f in. or more but 
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less than , f . in., , .the , : specimen shall be- 
prepared by,:; cutting , f by .f-in. , pieces 
longitudinally not - nearer than,. | , in. 
from the .edge of the same and so that- the 
face of the sample appears as one, or both, 
of the: f-in.. . .faces of the specimen. 

(j^ When, the Diaterial to be tested is 
less than I in. in thickness, the specimen 



Fig. 2. — ^Assembly of Fire-Tube Apparatus for 
Procedure A. 


may be built up in laminated form with 
plies of approximately equal thickness. 
The plies shall be dressed smooth and 
assembled by nailing with f-in. steel- 
wire brads (No. 20 B.w.g., 0.03S-in. 
nominal thickness) . The weight of nails 
used shall be recorded for correction of 
the weight of the specimen. 

(f) A composite specimen prepared 


■from more than ,o,ne sample piece shall 
be taken so as to be representative of the, 
average quality of the materials to. be 
tested. 

Conditioning of Test Specimens 

4. (a) The moisture content of the 
specimen when tested shall be 7 ± 3 per 
cent by weight of the dry material. The 
moisture determination for each speci- 
men shall be made on a piece | by | in. 
in cross-section and not less than 2 in. 
in length, cut adjacent to one. end of the 
specimens. The moisture test specimen 
shall be weighed to the nearest 0.1 g. 
or less and dried for 24 hr. at 212 zb 3 F. 
(100 zb 1.7 C.) The weight of the test 
specimen shall be recorded at the time 
of weighing the moisture test specimen. 
If the moisture content exceeds 10 per 
cent, the sample or prepared specimen 
shall be conditioned by drying at tem- 
peratures not exceeding 150 F. (65 C.) 
until the moisture content is within the 
prescribed limits. Low moisture content 
can be increased by storage in air on a 
screen over a pan of water. If not tested 
immediately, the specimen shall be 
stored, after conditioning, in such a 
manner as to prevent absorption or loss 
of vrater. 

(&) The weight to which the specimen 
must be conditioned to contain 7 per 
cent moisture shall be calculated as 
follows: 


where: 

Wt = desired weight of the specimen 
containing 7 per cent moisture 
■ at time of test, 

Wo = original weight of the specimen 
before conditioning, and 
X = moisture content of the specimen, 
per cent. 

Note. — I f, for example, X = 15 per cent, the 
specimen would be dried to a weight of 0.93 Wo 
to contain 7 per cent moisture. 
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Procedure A / 

5. (a) Procedure A shall be used where 
a continuous check on the percentage 
loss of weight of specimens during ex- 
posure to the flame is to be made. 

(b) The test shall be conducted either 
in a room free of violent drafts or in a 
laboratory hood. 

(c) Adjuslment of Burner. —The 
burner shall be adjusted to give a blue 
flame approximately 11 in. in height, 
with a tall indistinct inner cone. Placed 
within the empty fire tube, so that the 
top of the burner is even with the top 
of the opening in the screen section, the 
flame shall be further regulated to pro- 
duce a temperature of 356 ± 9 F. (180 zh 
5 C.) at the top of the fire tube. A 
manometer shall be used in regulating 
the gas pressure and in maintaining a 
constant gas supply to the burner after 
the flame has been adjusted, unless a , 
suitable gas-pressure regulator is em- 
ployed. When the adjustment is satis- 
factory the lighted burner shall be 
withdrawn from the fire tube. 

{d) Adjustment of Fire- Tube Weigh- 
ing Apparatus . — After assurance that 
the beam and fire tube swing freely on 
their respective knife edges, the appa- 
ratus shall be adjusted (Note) as fol- 
lows so that the end of the pointer comes 
to rest: 

(i) At the 100 per cent mark on the 
loss-of-weight chart when the pre- 
viously warmed fire tube is. empty 
except for a screw hook used for 
suspending the specimen, and 

{2) At the 0 per cent mark when the 
fire tube contains the suspended 

specimen. 

Note.-— Adjustment (/) is made by suitable 
manipulation of the counter-weights R and T 
(Fig. 1), w’ith rod A* forming an angle of approxi- 
mately 45 deg. with the vertical. Adjustment 
{2) is made by appropriately raising or lowering 
chart C. To obtain both adjustments with 
abnormally heavy or light specimens it may be 
necessary to rotate the rod 5 more toward the 


horizontal or vertical position or to change the 
position of weight f7. The knife edges of the 
beam will operate most satisfactorily when the 
pointer indicates 50 on the chart with the beam 
in an approximately horizontal position. 

{e) Exposure of Test Specimen.— Ttit 
lighted burner shall be inserted within 



Fig. 3.— Assembly of Fire-Tube Apparatus for 
Procedure B. 


the fire tube so that the top of the burner 
is 1 in. below the lower extremity of the 
specimen with the standardized flame 
centered on the specimen. The flame 
shall be applied to the test specimen for 
4 min. after which it shall be withdrawn 
from the fire tube. 
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,/ '(f). Record . shall be 

made, at |-mm. intervals, of the per- 
centage loss of weight suffered by the test 
specimen as indicated by the end of the 
pointer on the percentage-loss-of-weight 
chart, until the loss of weight for a l-min. 
period does not exceed 1 per cent. The 
percentage loss of weight shall be con- 
sidered a measure of the combustibility 
of the specimen. 

Procedure B 

6. (a) Procedure B may be used where 
only the final percentage loss of weight of 
specimens exposed to the flame is to be 
reported. It is an abridged form of 
procedure A. 

(5) The specially constructed bal- 
ancing parts of the fire-tube apparatus, 
as described in Section 2 (a), may be 
eliminated. Under such conditions the 
fire-tube elements of the apparatus 
(shown in Fig. 1) shall be supported in a 


vertical position by suspending the tube 
from the top as shown in Fig. 3 or by 
means of a clamp or other suitable sup- 
ports for holding the tube vertical 

(c) The final percentage loss of weight 
shall be calculated from the initial and 
final weights of the test specimen as 
obtained by means of the balance de- 
scribed in Section 2(e). 

Report 

7. The report shall include the fol- 
lowing: 

(1) The percentage moisture content 
of the test specimens, 

(2) The final percentage loss of weight 
of each specimen after all flaming and 
glowing has ceased, and 

(J) The percentage loss of weight at 
an intermediate exposure period for each 
specimen, if so specified in the accept- 
ance requirements for the material 
tested. 
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Tejttative Specifications for 
A.S.T.M. THERAIOMETERS^ 



A.S.T.M, Designatioti: E 1 - 46 T 

Issued, 1939; Revised, 1940, 1941, 1942, 1943, 1944, 1945, 1946.3 

These Tentative Specifications have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

L These specifications cover glass 
thermometers graduated in Centigrade 
or Fahrenheit degrees and frequently 
specified in methods of the American 
Society for Testing Materials. The 
various thermometers covered are listed 
in Table I. 

Requirements 

2. The individual thermometers shall 
conform to the detailed specifications 
given in Table I and to the general 
■requirements specified in Sections 3 to 11. 

Note.— F or the purpose of interpreting these 
specifications the following descriptions of terms 
apply: 

The total length is the over-all length of the 
finished instrument. 

The diameter is that measured with a ring 
gage or micrometer unless otherwise specified 
in Table I. , 

The length of the bulb is the distance from 
the bottom of the bulb to the beginning of 
the enamel backing. 


1 Under the standardization procedure of the Society, 
these specifications are under the iiirisdiction of the 
A.S.T.M, Committee E-1 on Methods of Testini?. 

* Latest revision accepted by the Administrative 
Committee on Standards, December 5, 1946- 

These specifications when adopted as standard are 
intended to be incorporated in theStandard Specifications 
for A.S.T.M. Thermometers (A.S.T.M. Designation: 
B 1 - 46), see p. 1220. 


The top of the thermometer is the top o 
the finished instrument. 

Type 

3. Each thermometer shall be of the 
etched glass stem type unless otherwise 
specified in Table I. 

Stem 

4. The stem shall be made of suitable 
thermometer tubing and shall have a 
plain front and enamel back unless other- 
wise specified in Table I. 

Bulb 

5. The bulb shall be made of Corning 
normal or equally suitable thermometric 
glass. 

Graduations 

6. All graduation lines, figures, and 
letters shall be clear-cut and distinct. 
On partial immersion thermometers an 
immersion line of approximately the 
same length as the longest graduation 
line shall be etched on the front of the 
thermometer at the distance above the 
bottom of the bulb as specified in Table I. 

Special Marking 

7. The special markings on the ther- 
mometers in the form of an inscription 
as specified in Table I shall be in capital 
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letters' witlioiit the use of periods. Id 
addition to the special markings pre- 
scribed in Table I, each thermometer 
shall be marked with a serial number and 
the manufacturer’s name or trade mark 
etched on the stem, 

' Scale'Error 

8, The error at any point of the scale 
up to the temperature limit prescribed 
In Table I when the thermometer is 
standardized in accordance with Section 
9 shall not exceed the values prescribed 
in Table L 

Standardization;, 

9, The thermometer shall be stand- 
ardized immersed in the testing bath to 


the top of the mercury column, unless 
other conditions of immersion are pre- ■ 
scribed in Table I, and at the tempera- 
tures prescribed in Table I, (See Ex- 
planatory Notes.) 

Test for Permanency of Range 

10. The test for permanency of range 
shall be made at the temperature pre- 
scribed in Table I and under the immer- 
sion conditions specified for the ther- 
mometer. The accuracy after the test 
shall be within the limit specified. 

Case'-''- 

11. The thermometer shall be supplied 
in a suitable case on which shall appear 
the marking prescribed in Table I. 


Explanatory Note on Periodic Checking of Changes of Bulb Volume 

OF Glass Thermometers 


A mercury in glass thermometer, if properly 
made and used, is an extremely reliable instru- 
ment but small changes in volume of the ther- 
mometer bulb may occur, even though the 
thermometer may have been carefully annealed 
or aged. 

Usually the bulb contracts slowly and as a 
result the thermometer may read higher after it 
has been placed in service than it did originally. 
These changes are more appreciable for short- 
range thermometers graduated in fractional de- 
grees, and the users of such thermometers should 
check such instruments from time to time. 
When first received the thermometers should be 
checked every week or so, later these time inter- 
vals may be lengthened if the changes are not of 
consequence. 

The ice-point method (reading in melting ice 
at 0 C- or 32 F.) has been found to be the most 
convenient and at the same time the most ac- 
curate method for checking changes in bulb 
volume. Other temperatures, such as the boil- 
ing point of water and of other pure substances, 
have been proposed for ‘*fixed points,” but have 
not been found entirely satisfactory owing to the 
difficulties of accurately obtaining these fixed 
temperatures. 

Short-range thermometers graduated in frac- 
tional degrees may or may not be provided with 
an ice point reading if this temperature is not 


included in the given range. This extra point 
can be incorporated in the thermometer, but may 
be omitted for the sake of economy. In the 
case of distillation thermometers intended to be 
inserted in the neck of a flask, the ice-point 
graduation may be undesirable since the con- 
traction chamber between the ice point and the 
first graduation may contain enough mercury to 
cause uncertain and variable readings. For this 
reason the ice-point graduation, unless it is an 
integral part of the range, is generally omitted 
from the specifications for distillation ther- 
mometers. 

In the absence of the ice point other means 
must be provided for detecting changes in the 
readings, especially if the thermometer is frac- 
tionally graduated. The method most com- 
monly used involves the comparison at one or 
more temperatures in a well- stirred, properly 
constructed liquid bath of the thermometer to 
be checked against another standardized ther- 
mometer of similar specifications to the test 
thermometer but provided with an ice point. 

Where several thermometers make up a series 
or set for some specific method and these ther- 
mometers do not have ice points, a similar set 
may be provided with ice points, and these 
should be kept for use as reference standards for 
checking routine lest thermometers. 

Detailed instructions for making such com- 
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parisons and specifications for suitable test- 
ing apparatus, as well as other data on this 
subject, . will be found in the,; paper by E. F. 


Mueller and R. hi, Wilhelm, * ^Methods of Test- 
ing Thermometers,” ProceedingSy Am. Soc, 
Testing Mats., Vol 38, Part I, p. 493 (1938). 


Explanatory Note on Ice Point Determinations of Glass Thermometers 


Two methods have been in use for deter- 
mining the ice point on thermometers graduated 
fractionally and with an open scale, such as 
those of the Kinematic type. One method re- 
quires that the thermometer remain at approxi- 
mately room temperature for 72 hr. before the 
ice point is taken. The other stipulates that the 
ice point reading be taken immediately or within 
a definitely stated short period after heating to 
the test temperature. Changes in the correction 
of the thermometer may be observed by deter- 
mining the changes in the ice point by either 
method. 

Since it may not be practical to wait until the 
thermometer has rested for three or more days, 
the method as outlined below is suggested. 


These instructions are given in the form of a 
note which should appear in the table of cor- 
rections for the thermometer. 

Note. — The tabulated corrections apply 
for the condition of immersion indicated 
provided the ice point reading taken after 
heating to ••••• for not less than three 
minutes is • * • • » . 

If the ice point reading (taken in not 
less than 2 min. and not more than 5 min. 
after removal of the thermometer from the 
heated bath) is found to be higher (or 
lower) than stated, all other readings will 
be higher (or lower) to the same extent. 


(See Table I, pp. 1660 to 1667) 
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TABLE I.-REQUIREMENTS FOR A.S.TM. THERMOMETERS. 


Name.. . .... . . — ' 

A.S.T.M. Kinematic 
Viscosity® 

A.S.T.M. "Kinematic 
Viscosity® 

A.S.T.M. Kinematic 
. Viscosity® , 

A.S.T.M, Thermometer 

28F~43T 

29F~43T 

30F-43T 


mercury 

mercury 

mercury 


Filling above .Liquid, 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Range — .... 

For Tests at..., 

97.5 to 102.5 F. 

100 F. 

127.5 to 132.5 F. 

130 F. 

207.5 to 212.5 F. 

; 210 F. , 

Subdivisions. — 

0.1 F. 

0.1 F, 

O.IF. , ’ 

Total Length 

240 to 245 mm. 

240 to 245 mm. 

240 to 245 mm. 

Stem Diameter.. ., 

6.5 to 7.5 mm. 

6.5 to 7.5 mm. 

6.5 to 7.5 mm. 

Bulb' Diameter .... .... — ■ — 

6.0 mm. 
to not 

greater than stem 

6.0 mm. 
to not 

greater than stem 

6.0 mm. 
to not 

, greater than stem 

Bulb Length 

45 to 55 mm. 

45 to 55 mm. 

45 to 55 mm. 

Range graduated 

Ice Point Subdivisions , , . . — : — 

Bottom of bulb to 32 F 

31.5 to 32.5 F, 

0.1 F. 

77 to 87 mm. 

31.5 to 32.5 F. 

0.1 F. 

77 to 87 mm. 

31.5 to 32.5 F. 
O.IF. 

77 to 87 mm. 

[Bottom of chamber 

Contraction Chamber »ch^bef ’ ' 

(to bottom of bulb, max.. . 

100 mm. 

125 mm. 

100 mm. 

125 mm. 

100 mm. 

125 mm. 

Expansion Chamber 

permit heating ^ 
to 220 F. 

permit heating 
to 220 F. 

permit heating 
to 220 F. 

Bottom of Bulb to Graduation Line at 

Distance 

97.5 F. 

137 to 157 mm. 

127.5 F. 

137 to 157 mm. 

207.5 F. 

137 to 157 mm. 

Top of Thermometer to Graduation Line at 

Distance 

102,5 F. 

27 to 47 mm. 

132.5 F. 

27 to 47 mm. 

212.5 F. , 

27 to 47 mm. 

Top Finish 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines at Each 

0.5 F. 

0.5 F. 

0.5 F.' 

Graduations Numbered at Each Multiple of 

IF. 

IF. 

IF, 

Immersion 

total 

total 

total 

Special Marking on Thermometer (See Section 7) . 

ASTM KIN VIS 

ASTM KIN VIS 

■ ASTM KIN VIS 

Scale Error at 

when standardized, shall not exceed 

100 F. 

0.10 F. 

130 F. 

O.lOF 

210 F. 

1 0.10 F. 

Standardization | 

The thermometers sha 
viscosity test point 
immersion, expresse 
shall be added to ti 

,11 be standardized at th 
(100, 130, or 210 F.) f 
id to the nearest 0.02 F 
le observed reading. 

e ice point, ^ and at the 
or conditions of total 
, and such corrections 

Marking on Case 

A.S.T.M. Kinematic 
Viscosity Ther- 
mometer 97.5 to 
102.5 F. j 

A.S.T.M. Kinematic 
Viscosity Ther- 
mometer 127.5 to 
132.5 F. 

A.S.T.M. Kinematic 
Viscosity Ther- 

mometer 207.5 to 
.212.5 F. , . 


T, , requirements for A.S.T.M. Kinematic Viscosity Thermometers E 1 (28F-39T) 

formerly prescribed m the Tentative Specifications for A.S.T.M. Thermometers 
fA S-T.M. Designation: E 1 -42 T), 1942 Book of A.S.T.M, Standards, Part II, p. 1408, Part III, p. 1555, shall be con- 
sidered as meeting these specifications. 

^ See Explanatory Note on Ice Point Determinations of Glass Thermometers which appears in the text. 
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TABLE l;-REQgiREMENTS FOR A.S.T.M. THERMOMETERS 


Name — , — 

A.S.T.M. Aniline 
; Point® 

A.S.T.M, Aniline 
Point® 

A.S.T.M. Aniline Point®' 

A.S.T.M. Thermometer 

33C - 41T 

34C-41T 

■ :3SC--41T : 

LiQuid....... 

mercury 

mercury 

mercury 

Filling above Liquid 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Range. 

-38 to +42 C. 

25 to 105 C. 

90to 170 G. . : 

Subdivisions. . ................... 

0.2 C. 

0.2 C. 

0.2 C. 

Total Length 

403 to 409 mm. 

403 to 409 mm. 

403 to 409 mm, 

Stem Diameter. 

6.0 to 7.0 mm. 

6.0 to 7.0 mm. 

6.0 to 7.0 mm. 

Bulb Diameter 

S.O to 6.0 mm. 

5.0 to 6.0 mm. 

5.0 to 6.0 mm. 

Bulb Length 

10 to 20 mm. 

10 to 20 mm. 

10 to 20 mm. 

Bottom of Bulb to Graduation 

Line at 

Distance 

-38 C. 

101 to US mm. 

25 C. 

101 to 115 mm. 

90 C. 

101 to US mm. 

Top of Thermometer to Gradu* 

ation Line at 

Distance 

42 C, 

25 to 45 mm. 

105 C. 

25 to 45 mm. 

170 C. 

25 to 45 mm. 

Contraction Chamber 


h 

h 

Expansion Chamber 

yes 

ye* 

yes 

Top Finish 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines at Each 

1C. 

1 C. 

1C. 

Graduations Numbered at Each 
Multiple of 

2C. 

2C. 

2C. 

Immersion (See Section 6) 

51 mm. 

51 mm. 

51 mm. 

Special Marking on Thermometer 
(See Section 7) 

ASTM ANILINE 
POINT 

51 MM IMM 

ASTM ANILINE 
POINT 

51 MM IMM 

ASTM ANILINE , 

POINT 

, 51 MM IMM 

Scale Error at any point when 
standardized shall not exceed.. 

, 0.2 C. 

0.2 C. 

0.2 C. 

Standardization 

c 

c 

c 

Marking on Case 

A.S.T.M. Aniline 

Point Thermometer 
-38 to +42 C, 

A.S.T.M- Aniline 

Point Thermometer 
25 to 105 C. 

A.S.T.M. Aniline Point Thermom- 
eter 

[ 90 to 170 C. 


® Editorially revised in 1942. 

° The top of the contraction chamber shall be not more than 35 mm. above the bottom of the bulb. The mercury 
should stand at approximately the center of the contraction chamber at 0 C. 

^ Tiie aniline point thermometers shall be standardized for Sl-mm. immersion and for the following temperatures of 
the emergent mercury column: . 


— 38 to + 42 C. Thermometer 

25 to 105 C. Thermometer 

90 to 170 C. Thermometer 

Standardization 

Temperature 

Average Temper- 
ature of Emergent 
Mercury Column 

Standardization 

Temperature 

Average Temper- 
ature of Emergent 
Mercury Column | 

Standardization 

Temperature 

Average Temper- 
ature of Emergent 
Mercury Column 

-35 C....... ,5 C. 

-20 C...... 15 C. 

0 C ....... 20 C. 

20 C.............. 25 C. 

40 C........ 30 C. 

25 C ..... 25 C. 

50 C - 40 C. 

75 C 45 C. 

100 C 45 C. 

100 C SO C. 

130 C 60 C. 

160 C.... 70 C. 
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TABLE I.-REQUIREMENXS FOR A.S.T.M. THERMOMETERS . 


Name....... . ... . ■ 

A.S.T.M. Solvents 
Distillation 

■ A.S.T.M. Solvents' 
Distillation 

A.S.T.M. Solvents 
Distillation 

A.S.T.M. Thermometer. 

37C-44T 

,:.38C-44T . 

/39C-44T, 

Liquid 

mercury 

mercury 

mercury 

Filling above Liquid. 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Range. 

-.2 to +52 C. 

24 to 78 C. 

48 to 102 C 

Subdivisions. 

0.2 C. 

0.2 C. 

0.2 C. 

Total Length — 

380 to 385 mm. 

380 to 385 mm. 

380 to 385 mm. 

Stem Diameter. — 

6.0 to 7.0 mm. 

6.0 to 7.0 mm. 

6.0 to 7,0 mm. 

Bulb Diameter 

not greater 
than stem 

not greater 
than stem 

not greater 
than stem 

Bulb Length 

15 to 20 mm. 

IS to 20 mm. 

15 to 20 mm. 

Bottom of Bulb to Graduation Line atl. . . 
Distance...... 

— 2 C. 

125 to 145 mm. 

24 C. ' 

125 to 145 mm. 

' , .48 C. 

125 to 145 mm. 

Top of Thermometer to Graduation 

Line at 

Distance... — 

52 C. 

25 to 45 mm. 

78 C, 

25 to 45 mm. 

102 C. 

25 to 45 mm. 

Contraction Chamber... 

1 none 

a 

a 

Expansion Chamber 

b 

h 

b , . 

Top Finish 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines at Each ..... 

1C. 

1C. 

■■■■'' ' 1 C.' 

Graduations Numbered at Each Multi- 
ple of — 

2C. 

2 C 


Immersion (See Section 6) — 

100 mm. 

100 mm. 

100 mm. 

Special Marking on Thermometer (see 
Section 7) 

ASTM SOLVENTS 
DIST 

100 MM IMM 

ASTM SOLVENTS 
DIST 

100 MM IMM 

ASTM SOLVENTS 
DIST 

100 MM IMM 

Scale Error at any point when standard- 
ized shall not exceed 

0.2 C. 

0.2 C 

0.2 C. 

Standardization ..... — 

c,d 

c, d 

c, d 

Marking on Case — 

A.S.T.M. Solvents Dis- 
tillation Thermometer, 
-2 to +52 C.j lOO-mm. 
immersion 

A.S.T.M, Solvents Dis- 
tillation Thermometer, 
24 to 78 C., 100-mm. 
immersion 

A.S.T.M. Solvents Dis- 
tillation Thermometer, 

48 to 102 C., 100-mm. 
immersion 


“ The top oE the contraction chamber shall be not more than 35 mm. above the bottom of the bulb. The mercury 
shall stand near the bottom of the contraction chamber at 0 C. 

The expansion chamber shall permit heating the thermometer at least 25 C. above the highest temperature on 
the scale. 

^ For precautions to be observed in determining-changes in bulb volume see Explanatory Note on Periodic Checking 
of Changes of Bulb Volume of Glass Thermometers, which appears in the text, 

The A.S.T.M. Solvents Distillation Thermometers shall be standardized for 100-mm. immersion at the temperatures 
specified below and for the following average temperatures of the emergent mercury column: 


—2 to +52 C. Thermometer | 

[ 24 to 78 C. Thermometer 

[ 48 to 102 C. Thermometer 

Standardization 

Temperature 

Average Tempera- 
ture of Emergent 
Mercury Column 

Standardization 

Temperature 

Average Tempera- 
ture of Emergent 
Mercury Column 

Standardization 

Temperature 

Average Tempera- 
ture of .Emergent 
Mercury Column 

25 C 25 C. 

50 C 25 C. 

25 C..................... 25 C. 

SO C 25 C. 

75 C 25 C. 

! 50 C 30 C. 

i 75 C........ ...... 30 C. 

1 100 C 30 C. 
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TABLE I.—REQUIREMENTS FOR A.S.T.M'. THERMOMETERS 


Name. ....... . . ....................... 

1 A.S.T.M. Solvents 
Distillation 

A.S.T.M. Solvents 
Distillation 

. A.S.T.M. Solvents 
Distiliatloji 

A.S.T.M. Thermometer 

1 40C-44T 

41C - 44T 

42C-44T, 

Liquid........'.....-................ 

mercury 

mercury 

, 'mercury 

Filling above Liquid. . 

nitrogen gas 

[ nitrogen gas 

.. : nitrogen, "gas"' • • 

Temperature Range 

72 to 126 C. 

I 98 to 152 C. 

95 to 255 C. 

"Subdivisions. 

0.2 C. 

0.2 C. ; ; : 1 

' '■ 0.5 C.,,' 

Total Length. 

3S0 to 385 mm. 

380 to 385 mm. 

3S0 to 385 mm. 

Stem 'Diameter . . 

6.0 to 7.0 mm. 

6.0 to 7.0 mm. 

6.0 to 7.0 mm. 

Bulb Diameter ... 

not greater 
than stem 

not greater 
than stem 

not greater 
■than stem . 

Bulb Length 

15 to 20 mm. 

15 to 20 mm. 

IS to 20 mm. 

Bottom of bulb to Graduation Line at. . . 
Distance 

72 C. 

125 to 145 mm. 

98 C. 

125 to 143 mm 

, PS^C.' ■ 

125 to 145 mm. 

Top of Thermometer to Graduation 

Line at 

Distance 

126 C. 

25 to 45 mm. 

152 C. 

25 to 45 mm. j 

' ■ 255 C, ' ' 

25 to 45 mm. 

Contraction Chamber. 

a 

1 

a 

Expansion Chamber 

b 

b " ■ 

■ b 

Top Finish 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines at Each.. 

1C. 

1 C. 

1C. 

Graduations Numbered at Each Multi- 
ple of 

2 C. 

2 C. 

SC, 

Immersion (See Section 6) 

100 mm. 

100 mm. 

lOO mm. 

Special Marking on Thermometer (See 
Section 7).... 

ASTM SOLVENTS 
DIST 

100 MM IMM 

ASTM SOLVENTS 
DIST 

100 MM IMM 

ASTM SOLVENTS 
DIST 

100 MM MM 

Scale Error at any point when standard- 
ized shall not exceed 

0.2 C. 

0.2 C. 

O.SC. 

Standardization 

c, d 

c, d 

c,d 

Marking on Case 

A.S.T.M. Solvents Dis- 
tillation Thermometer, 
72 to 126 C., 100-mm. 
immersion 

A.S.T.M. Solvents Dis- 
tillation Thermometer, 
98 to 152 C., 100-mm, 
immersion 

A.S.T.M. Solvents Dis- 
tillation Thermometer, 
95 to 255 C,, iOO-mm. 
immersion 


“ The top of the contraction chamber shall be not more than 35 mm. above the bottom of the bulb. The mercury shall 
stand near the bottom of the contraction chamber at 0 C. 

® The expansion chamber shall permit heating the thermometer at least 25 C. above the highest temperature on 
die scale. 

^ For precautions to be observed in determining changes in bulb volume see Explanatory Note on Periodic Checking 
of Changes of Bulb Volume of Glass Thermometers, which appears in the text. 

^ The A.S.T.M, Solvents Distillation Thermometers shall be standardized for 100~mm. immersion at the temperatures 
specified below and for the following average temperatures of the emergent mercury column: 


72 to 126 C. Thermometer 

98 to 152 C. 

Thermometer 

95 to 255 C. 

Thermometer 

Standardization i 
Temperature 

, , ! 

Average Tempera- 
ture of Emergent 
Mercury Column 

. ',' . ■ ' ■ ! 

Standardization 

Temperature 

Average Tempera- 
ture of Emergent 
Mercury Column 

Standardization j 
. Temperature 

Average Tempera- 
ture of Emergent 
Mercury Column 

75 C 

30 c.' 

100 C....... 


100 C. 


100 C 

30 C, 

125 C.... 

35 C. 

ISO c 

35 C. 

125 C 

............. .30 C. . 

150 C... .......... 

35 G. 

200 C... 

250 C.. ... ........ 

'40 'C. 

45 C, 
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TABLE I.~RE0UIREMENTS FOR A.S.T.M. THERMOMETERS (Coniinuei\. 


Name;',',,.. 

A.S.T.1I. Kinematic 
Viscosity 

A.S.T.M. Kinematic 
Viscosity 

A.S.T.M. Kinematic 
Viscosity 

A.S.T.M, Thermometer. 

43F-45T 

44 F - 46 T 

45F-46T 

■.Liquid. 

mercury-thallium 

mercury 

mercury 

.Filling above. Liquid — 

nitrogen or other suit- 
able gas 

nitrogep gas 

.nitrogen, gas 

Temperature Range. 

■■ For' Tests ''at....... — 

-61 to -29 F. 

66.5 to 71.5 F. 

68 F. and 70 F. 

74.5 to 79.5 F. . 

■ . .77F. ^ 

Subdivisions' ■•■' 

0.2 F. 

0.1 F. 

0.1 F. , ■ 

Total 'Length. ■ 

400 to 412 mm. 

240 to 245 mm. 

240 to 245 mm. 

Stem Diameter — ■ 

7.0 to 8.0 mm. 

6.5 to 7.5 mm. 

6.5 to 7.5 mm. 

Bulb Diameter .... 

6.0 to 7.0 mm. 

6.0 mm. to not greater 
than stem 

6.0 mm. to not greater 
than stem 

Bulb Length 

30 to 40 mm. 

45 to 55 mm. 

45 to 55 mm. 

Ice Point j 

[Range graduated 

Subdivisions i 

[Bottom of bulb to +32 F. . . . . 1 

+31 to +33 F. 

0.2 F. 

320 to 375 mm. 

31.5 to 32.5 F. 

0.1 F. 

77 to 87 mm. 

31.5 to 32.5 F. 

0.1 F. 

77 to 87 mm. 

Contraction ^ 
Chamber 

[Bottom of chamber to 

1 bottom of bulb, min 

Top of chamber to bottom 
[ of bulb, max 

290 mm.« 

310 mm.® 

100 mm. 

125 mm. 

100 mm. 

125 mm. 

Expansion Chamber 

6 

permit heating 
to 220 F. 

permit heating 
to 220 F. 

Bottom of Bulb to Graduation Line at 

Distance 

1 -61 F. 

60 to 90 mm. 

66.5 F. 

137 to 157 mm. 

74.5 F. 

137 to 157 mm. 

Top of Thermometer to Graduation Line at . 
Distance 

-29 F. 

126 to 156 mm. 

i 71.5 F. 

27 to 47 mm. 

79.5 F. 

27 to 47 mm. 

Top Finish — .... — 

i plain 

glass ring 

i glass ring 

Longer Graduation Lines at Each 

.'.IF. . 

0.5 F. 

1 0.5 F. 

Graduations Numbered at Each Multiple of 

2 F. starting at —60 F. 

1 F. 

1 F. 

Immersion 

total 

total 

total 

Special Marking on Thermometer . 

ASTM KIN VIS 

ASTM KIN VIS 

ASTM KIN VIS 

Scale Error at 

when standardized, shall not exceed 

any point 

0.2 F. 

68 and 70 F. 

0.10 F. 

77 F. 

0.10 F. 

Standardization , 

ice point*' and at every 
10 F. of the calibrated 
interval starting at 
-60 F. 

The thermometers shall be standardized at the 
ice point,® and at the viscosity test point (68 
and 70, or 77 F.) for conditions of total immer- 
sion, expressed to the nearest 0.02 F. and such 
corrections shall be added to the observed 
reading. 

Marking on Case, ... 

A.S.T.M. Kinematic 
Viscosity Thermome- 
ter 

-61 to -29 F. 

A.S.T.M. Kinematic 
Viscosity Thermome- 
ter 

66.S to 71.5 F. 

A.S.T.M. Kinematic 
Viscosity Thermome- 
ter 

74.Sto79.SF. 


“ The length of unchanged capillary between the nearest graduation mark and the contraction chamber shall be not 


iCiia uidii iu luiu. 

The ppansion chamber shall be of the long, narrow type 10 to 20 mm. in length. The length of unchanged capillary 
between the nearest graduation mark and the expansion chamber shall be not less than 10 mm. The expansion chamber 
shall permit heating the thermometer to 220 F. 

® See Explanatory Note on Ice Point Detenninations of Glass Thermometers which appears in the text . 
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Name. 

• A.S.T.M. Eanematic 
Viscosity 

A.S.T.M, Kinematic 
Viscosity 

A.S.T.M. Eanematic 
■ Viscosity 

A.S.T.M. Thermometer. 

46F-46T 

47F-.46T 

48 F - 46T 

Liquid. 

mercury 

mercury 

mercury. 

, Filling above Liquid. 

nitrogen gas 

nitrogen gas 

nitrogen gas 

Temperature Rang® 

For Tests at., . 

119.5 to 124.5 F. 

122 F. 

137.5 to 142.5 F. 

140 F . 

177.5 to 182.5 F. 

180 F. 

Subdivisions....... . 

0.1 F. 

0.1 F. 

' ■ 0,1 F. , ■ 

Total Length 

240 to 245 mm. 

240 to 245 mm. 

240 to 245 mm. 

Stem Diameter 

6.5 to 7,5 mm. 

6.5 to 7.5 mm. 

6.5 to 7.5 mm. 

Bulb Diameter 

6.0 mm. to not greater 
than stem 

6,0 mm. to not greater 
than stem 

6.0 mm. to not greater 
than stem 

Bulb Length 

45 to 55 mm. 

45 to 55 mm. 

45 to 55 mm. 

Ice Point • 

Range graduated 

Subdivisions. 

^Bottom of bulb to 32 F. (0 C.). 

31.5 to 32.5 F. 

0.1 F. 

77 to 87 mm. 

31.5 to 32.5 F. 

0.1 F. 

77 to 87 mm. 

31.5 to 32.5 F. 

0.1 F. 

77 to 87 mm. 

Contraction , 
Chamber 

[Bottom of chamber to 

1 bottom of bulb, min 

ITop of chamber to bottom 
[ of bulb, max . 

100 mm. 

125 mm. 

|— 

100 mm. 

125 mm. 

100 mm, 

125 mm. 

Expansion Chamber 

permit heating 
to 220 F. 

permit heating 
to 220 F. 

permit heating 
to 220 F. 

Bottom of Bulb to Graduation Line at 
Distance 

119.5 F. 

137 to 157 mm. 

137.5 F. 

137 to 157 mm. 

177.5 F. 

137 to 157 mm. 

Toppf Thermometer to Graduation Line at 
Distance 

124.5 F. 

27 to 47 mm. 

142.5 F. 

27 to 47 ram. 

182.5 F. 

27 to 47 mm. 

Top Finish 

glass ring 

glass ring 

glass ring 

Longer Graduation Lines at Each.’ 

0.5 F. 

0.5 F. 

0.5 F. 

Graduations Numbered at Each Multiple of 

IF. 

IF. 

1 F. 

Immersion 

total 

total 

total 

Special Marking on Thermometer 

ASTM KIN VIS 

ASTM KIN VIS 

ASTM KIN VIS 

Scale Error at, 

when standardized, shall not exceed 

122 F. 

0.10 F. 

140 F. 

0 10 F. 

180 F. 

0.10 F. 


Marking on Case . 


Viscosity test point fl22, 140, or 180 F.) for conditions of total immersion, 
expressed to the nearest 0.02 F. and such corrections shall be added to 
the observed reading. 


A.S.T.M. Kinematic 
Viscosity Thermome-i 
ter 

119.5 to 124.5 F. 


A.S.T.M. Kinematic 
Viscosity Thermome- 
ter 

137.5 to 142.5 F. 


A.S.T.M. Kinematic 
Viscosity Thermome* 
ter 

177.5 to 182,5 F. 


* See Explanatory Note on Ice Point Determinations of Glass Thermometers which appears in the text. 
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table I.-REQPIREMENTS for A.S.T.M. THERMOMETERS ^Continued). 



A.S.T.M. Gas 
Calorimeter Inlet 

A.S.T.M. Gas- 
Calorimeter Outlet, ; 

A.S.T,M. Gas , ' 
Calorimeter Flue , 

A.S.T.M. Thermometer 

50 F-46T 

S1F-46T 

52 F-46T 


mercury 

mercury 

.mercury 

Filline: above Tkimd. * ‘v- • • - • ■ 

nitrogen gas 

nitrogen gas 

nitrogen gas 


54 to 101 F. 

69 to 116 F. 

■ 54 to 101 F. 


0.1 F. 

0.1 F. 

■'•I.F; , 


457 to 463 mm. 

. 457 to 463 mm. 

205 to 210 mm. 


6.0 to 7.0 mm. 

6.0 to 7.0 mm. 

6.0 to 7.0 mm. 


7,0 to 8.0 mm, 
(cylindrical shape) 

7.0 to 8.0 mm. 
(cylindrical shape) 

not greater than stem 


20 to 25 mm. 

20 to 25 mm. 

20 to 25 mm. 

Bottom of Bulb to Graduation Lme at 

54 F. 

100 to 120 mm. 

69 F. 

100 to 120 mm. 

54 F. 

90 to 105 nim. 

Top of Thermometer to Graduation Line at 

101 F. 

25 to 45 mm. 

116 F. 

25 to 45 mm. 

101 F. 

20 to 35 mm. 


plain 

plain 

plain 

Bottom of Bulb to Top of Coutroctioi. 

not over 36 mm. 
mercury to stand in 
chamber at 32 F. 

not over 36 mm. 
mercury to stand in 
chamber at 32 F. 

none 

Expansion Chamber 

permit heating 
to 150 F. 

permit heating 
to 212 F. 

permit heating 
to ISO F. 

Longer Graduation Lines at Each 

0.5 F. 

0.5 F. 

5 F. 

Graduations Numbered at Each Multiple of 

IF. 

1 F. 

10 F. 


total 

total 

total 

Special Marking on Thermometer. 

ASTM GAS CAL 
INLET 

ASTM GAS CAL 
OUTLET 

ASTM GAS CAL 
FLUE 

Scale Error at any point when standardized^ 

0.2 F. 

0.2 F. 

O.SF. 

Change in Correction over any 0.5 F. 
Interval shall not exceed 

0,10 F. 

0.10 F. 



. at multiples of 5 F. 

at multiples of 5 F. 

at 60 and 90 F. 


, A.S.T.M. Gas Calor- 
imeter Inlet Ther- 
mometer 

54 to 101 F. 

A.S.T.M. Gas Calor- 
imeter Outlet Ther- 
mometer 

69 to 116 F. 

A.S.T.M. ' Gas Calor- 
imeter Flue Ther- 
mometer 

54 to 101 F. 
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TABLE I.-REQUIREMENTS FOR A.S.TJVI. THERMOMETERS 

(Concluded). 



A.S.T.M. Congealing 
Point 


^ A S.T.M. Thermometer 

S4F-46T 



mercury 



nitrogen gas 


Te^nperature Range . . 

68 to 212 F. 



0,5 F.“ 


Total Length 

295 to 305 mm. 



6.0 to 7.0 mm. 



Ellipsoidal 
(see Fig. 1) 



4.5 to 6.0 mm. 



10 to 12 mm. 


F.Trpansion Chamber. 

permit heating to 230 F. 


Bottom of Bulb to Graduation Line at 

Distance 

68 F, 

55 to 75 mm. 


Top of Thermometer to Graduation Line at 

Distance 

212 F. 

30 to SO mm. 


Top Finish 

glass ring 


Longer Graduation Lines at Each 

IF. 

Graduations Numbered at Each Multiple of 

5 F. 

Immersion 

total 


Special Marking on Thermometer 

ASTM CONGEALING 
PT 

Scale Error at any point when standardized shall not 
exceed 

0.5 F. 


Standardization 

70, 140, and 210 F. 


Marking on Case 

A.S.T.M. Congealing 
Point Thermometer 
68 to 212 F. 



“ For purposes of calibration and certification two or three division markings 
shall be placed above the 212 F. mark. 



Fig. l.-~Bulb of A.S.T.M. Con- 
gealing Point Thermometer. 


'Fentative Method of Test for 

PARTICLE SIZE DISTRIBUTION OF SUBSIEVE SIZE 
PARTICULATE SUBSTANCES' 



A.S.T.M. Designation: E 20 - 33 T 

Issued, 1933.® 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This method of test covers the pro- 
cedure for determining the particle size 
of particulate substances in absolute 
units, as far as the particle shape will 
permit. It is intended to cover the 
range of sizes between the 74-miGron 
(No. 200) sieve and 0.2 micron. The 
method is applicable in its entirety to 
homogeneous materials. In the case of 
mixtures, the extent of application is 
limited by the properties of the com- 
ponents of the mixture. . 

Definitions 

2, (a) Dispersion.— In microscopy it 
refers to the distribution of the indi- 
vidual particles. In statistical work it is 
measured by the standard deviation. 

Note. — B oth uses of the word seem too 
generally accepted to warrant a change in either. 

(b) Indiindnal Particle . — Those mi- 
nute units of matter (of which the mate- 
rial is composed) whose size and shape 

1 Under tlie standardization procedure of the Society, 
this method is under the jurisdiction of the A.S,TJM[. 
Committee E-1 on Methods of Testing, 


1933 


5 Accepted by the Society at annual meeting, June, 
. Editorially revised and rearranged in 1939. 


depend only on the force of cohesion. 
Such particles cannot be subdivided 
without separating like molecules that 
are within the range of the cohesive 
attraction of one another.® 

{c) Aggregate— K group of two or 
more attached particles. 

Note. — ^T here are three forms of aggregates: 
namely, ultimate working unit, flocculate, and 
apparent flocculate. 

(d) Ultimate Working l7mX-~An in- 
dividual particle or any group of im 
dividual particles that are so firmly held 
together by forces of adhesion that they 
remain intact as a group throughout the 
duration of their application. 

{e) Flocculate . — Flocculation occurs 
only where particles have been incor- 
porated in a liquid or plastic medium, 
A flocculate is a group of particles held 
together by a force apparently arising 
from interfacial tension. This force of 
flocculation is relatively weak, conse- 
quently flocculates do not function as 
large individual particles, and cannot be 
classified under ultimate working units. 

* Henry Green, Journal of Industrial Bygiene, Vol. 7, 
p. 155 (1925). 
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Under slight j continuously applied force 
flocculates are, constantly breaking down 
and reforming. 

Apparent Flocculates m found in gas- 
floated or air-floated particles show a 
somewhat similar type of aggregation. 
Usually the' force of attraction between 
the particles is relatively weak and the 
particles can readily be dispersed in suit- 
able media. For practical purposes, the 
more inclusive term, aggregate, is prefer- 
able to flocculate for gas-floated or air- 
floated particles. 

(/) Average Diameter, ----Tlit diameter 
of a hypothetical particle which, in some 
particular way, represents tlie total mass 
of particles. 

ig) Nonuniformity , — A nonuniform 
particulate substance is one in which the 
constituent particles differ from one 
another in diameters. 

Rough Separation of Sample into Size 

Groups 

3. {a) For pigments or other materials 
which are essentially less than 6 microns, 
separation of the sample is not necessary 
and the mount shall be prepared in 
accordance with Section 4. 

{h) For wide ranges of distribution of 
particle size in subsieve size portions, 
auxiliary separation into groups of sizes 
is necessary to facilitate measurement 
with the microscope. Rough separation 
is permissible as exact size measurement 
in microns follows. The following gen- 
eral ranges of particle diameter are 
proposed for the separation: 


A 24 microEs and larger 

B . . . 24 to 12 microns 

C y, .. . . '12 to 6 microns, 

D 6 to 0 . 2 microns 


For specific purposes A or D may be 
further separated. 

Note. — ^If the sample contaiiis particles 
larger than the 74-microii (No. 200) sieve, the 


material shall be separated by sieving wet , in a 
suitable fluid. The portion which passes the 
sieve may be recovered by evaporation of the 
fluid. The portion which remains on the sieve 
may be subjected when dry to a standard sieve 
test and additional material that passes the 
74-micron (No. 200) sieve added to that which 
is to be tested. 

{c) Separation of the sample shall be 
made by air or liquid elutriation or by 
sedimentation at room temperature. 
The volume of liquid in the elutriator or 
sedimentation apparatus should be be- 
tween 20 and 100 ml. per gram of solid. 
With finer particles and with material 
of lesser density the greater volumes 
should be used. The technique involved 
in the elutriation or settling is neces- 
sarily influenced by the type of material 
being measured and the dispersing 
liquids. The size of the vessel and dis- 
persion will be specified in terms of the 
uniformity obtained. The microscope 
measurement will be used as a check 
upon the effectiveness of the separation. 
For accurate results at least 50 per cent 
by weight must fall within the bound- 
aries of the suggested ranges set for the 
elutriation. Of the material falling out- 
side the boundaries, not over 5 per cent 
by weight may fall outside of a range 
which is one half of the lower limit and 
twice the upper limit of the range under 
consideration. 

(d) The fluid used in the elutriation or 
sedimentation shall contain no dissolved 
solids which would influence the weight 
determination of a given portion, that is, 
the fluid shall be 100 per cent volatile. 
It shall not react chemically with the 
material being elutriated. Water, kero^ 
sine, alcohols, and the like may be used. 
It is suggested that the filtering of any 
elutriator portion should be through 
alundum to avoid contamination of the 
sample with paper or pulp fibers. As an 
alternative, the solid may be recovered 
from each stage of the elutriator by 
evaporation of a concentrated slurry, 
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provided tile temperatures used for the 
evaporation do not’ alter the specific 
product. The total weight of the por- 
tions recovered sliail check within S per 
cent the weight of material initially 
placed in the elutriator. 

(^) AH limits are specified to insure 
good microscopic technique. Good elu- 
triation technique for analytical pur- 
poses falls well within these limits. 

Note,— Quite obviously, materials contain- 
ing components of different densities will 
elutriate or settle in ranges of low uniformity. 
The present requirements can only be applied 
when the material meets the requirements for 
homogeneity. If the materials can be readily 
identified under the microscope, they may be 
measured individually and the results con- 
sidered as exact, notwithstanding wide differ- 
ences in density between two materials which 
may cause lack of uniformity. In other cases, 
such as cement or coal, where the presence 
respectively of gypsum and ash constituents may 
affect the test, these effects maybe considered 
negligible for the normal type of products. 

Preparation of Mount 

4. Any one of a number of methods of 
preparing the mount may be used, the 
criterion of suitability being conformity 
to the following requirements: 

The particles shall be essentially in 
one plane. 

The particles shall be free from 
motion. 

The particles shall be dispersed, 
showing individual grains instead of 
aggregates and flocculates. 

The particles shall not be ground in 
mounting. 

The mount shall be truly represent- 
ative of the distribution of sizes in 
the material' 

The mounting medium shall be 
selected to give maximum definition. 
(a) Fine Materials^ Pigments^ etc.— 
The type of mount that should be used 
depends on the physical properties of the 
particles, and for this reason no definite 


requirements are specified. The genera 
procedure shall be to place the materia 
being tested on a microscope slide, and 
then to rub it out in a solution of gum or 
resin in a solvent until the particles are 
well dispersed. After the solvent has 
evaporated, the nonvolatile constituent 
of the dispersing agent serves to cement 
the particles to the slide in the dispersed 
state. 

Note. — Detailed technique will be found in 
the work of Dunn^ and Green.® The former 
uses balsam in xylol, and the latter turp&tine 
and dammar. Other mountmg media sug- 
gested are 0.5 per cent glycerol in alcohol, 
rubber cement, styrax in xylol, and the chlo- 
rinated naphthalenes and saponin. 

{h) Coarse Material, Grotmd Prod- 
ucts, etc— In the case of coarse materials 
it is often advantageous to use the so- 
called dry mount, in which the dispersing 
agent used is volatile and can be driven 
off after the material has been dispersed 
on the slide. The uniformity of the 
mount when examined microscopically 
is the best criterion of an acceptable 
mount. 

Procedure 

5. [a) Direct Observation Method — 
Direct observations using the Filar 
micrometer® has been used with fair 
success and reasonable degree of accu- 
racy on the coarser fraction of particu- 
late substances. The Filar micrometer 
is an attachment which fits into the 
draw tube of the microscope and is 
fitted with a Ramsden-type eyepiece 
which permits focusing on a movable 
cross hair activated by a micrometer 
screw. This intrument permits direct 
measurement of the particle as viewed 
on the slide. This method, however, is 

< E. J. Dunn, Jr., Industrial and Engineering Chemistry^ 
Analytical Edition, VoL 2, p- 59 (1930). 

‘ Henry Green, Industrial and Engineering Chemistry t 
Vol. 16, No. 7, p. 677 (1924). 

« J. C. Pearson and W. H. Sligh, National Bureau ot 
StSLXidsirds Technological Paper No. 48 (1915). 
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not ■ recommended for materials in the 
0.2 to 6 micron class size. 

(b) Projection Method— Th.^ projec- 
tion method'^ which involves throwing 
the image of the particle on a screen has 
several distinct advantages. It further 
magnifies the image and permits focusing 
through the depth of the mount, insuring 
a proper focus and count of all the 
particles. 

(c) Photomicrographic Method , — ^The 
photomicrographic method,’*® which in- 
volves taking a photomicrograph of the 
particles and subsequently measuring 
them on a print or by projecting the 
negative on the screen, is also recom- 
mended. This method has the very 
decided advantage of making a perma- 
nent record of the sample and permits 
eye comparisons of two or more samples. 
In the use of this method it is extremely 
important that the mount be made 
according to the procedure outlined 
under the method of Green’ and fulfill 
the requirements specified there. 

Measurement of Diameter 

6. In each of the three procedures re- 
ferred to in Section S the horizontal 
diameter shall be measured unless the 
particles are very uniform in shape, and 
in that event a diameter which most 
nearly represents the average shall be 
selected. For irregularly shaped parti- 
cles, the horizontal diameter splitting the 
particle in half in one direction con- 
sistently maintained has been shown® to 
give fairly consistent and accurate 
results. For fiat plates, it is necessary 
to consider the third dimension for 
accurate results. In any case, in report- 
ing results, the diameter measured shall 
be specified. 


’ Henry Green, Journal^ Franklin Inst., Vol. 192, 
p. 637 (1921). 

» Sheppard and Lambert—not yet published. 
•Martin, rraMsaefiows, Am. Ceramic Soc., Vol. 23, 
p. 61 (1924). 


Scale Limits for Measurement 

7. (a) If more than 10 per cent by 
weight is coarser than 6.00 microns, the 
sample shall be elutriated prior to mi- 
croscopic measurement. A graded scale 
for microscopic sizing is as follows: 


{h) Two hundred and fifty particles 
shall be measured in each of three fields 
taken at random. 

(c) The magnification shall be de- 
pendent on the class size being measured, 
and shall be sufficient to permit the 
differentiation specified above. 

Expression of Results 

8. Results shall be expressed using 
one or more of the following average 
diameters: 

Average 

Diameter To Be Used: 
d\ As aritlimetical 
mean....... ... 

dz To determine S 
when pis known 


Diameter Range in Microns 
General Case Special Case 

(20 per cent or more (Less than 20 per cent 

under 6 microns) under 6 microns) 


72 to 60 
60 to 48 
48 to 36 
36 to 24 
24 to 18 
18 to 12 
12 to 9 
9 to 6 

6.00 to 5.00 

5.00 to 4.00 

4.0 to 3.5 

3.5 to 3.0 

3.0 to 2.5 

2.5 to 2.0 

2.0 to 1.8 
1.8 to 1.6 

1.6 to 1.4 
1.4 to 1.2 
1.2 to 1.0 

1.0 toO.9 
0.9 to 0.8 
0.8 to 0.7 
0.7 to 0.6 
0.6 to 0.5 
0.5 to 0.4 
0.4 to 0.3 
0.3 to 0.2 
0.2 


Same Scale and 

6 to 4.5 

4.5 to 3 

3 to 1.5 

1.5 to O 


'Formula 

Sn 


4 = 


S»<f 
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Average 

Diameter 

' ',To BC'Used:, 

Formula 


To determine voi* 

■ ; ume, or .weight ; 
.'distribution, . . . ■ 



To, determine N 
when , /> .is known . 

!1 

“III 

'a „ ", 

To .determine S 
. when N is known 

/S«(P 

S» 

■ Mg 

j 

As geometric mean 
or median.. .... log Mg “ ' ^ 

S¥MB,0]LS: 




Sm = Specific surface in square meters per 
gram, 

5# — specific surface in square meters per 
cubic centimeter, 

Nm = number of particles per gram, 

Nv = number of particles per cubic centi- 
meter, 

Zn — number of particles in any given mass, 
p = density of the material, 

& =a arithmetic standard deviation, 

$ff = geometric standard deviation, and 
P,E. — probable error. 

Report 

9. (a) If 90 per cent by weight fall in 


any one class,, size, a frequency: curve 
shall be given. 

(b) In the 0 to b-miGron class, either a 
frequency curve or' the distribution by 
weight shall be reported. 

(c) In elutriated products, weight 
distribution shall be expressed and re- 
ported as follows: Weight distribution 
shall be the basis of comparison for all 
elutriated samples. The weight dis- 
tribution for each elutriated portion 
shall be calculated on the basis of 
spherical particles, using the arithmetic 
mean of the microscopic class interval 
as the average diameter for all particles 
in that range. Each of the elutriated 
fractions shall total in weight distribu- 
tion to the percentage retained in the 
elutriator and the composite curve shall 
be a summation of the distribution 
values in each range. The degree of 
overlapping is a measure of the efEciency 
of the elutriation, and it shall not be 
abnormal in amount. 


Tentative Method for 

IJETERMINATION OF THE pH OF AQUEOUS SOLUTIONS 
WITH THE GLASS ELECTRODE' 



A.S.T.M. Designation: E 70 - 46 T 
Issued, 1946> 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3,- Pa. 


Scope 

L This method covers the apparatus 
and procedure for the electrometric 
measurement of pH values of aqueous 
or partly nonaqueous solutions or ex- 
tracts with the glass electrode. It does 
not deal with the manner in which the 
solutions or extracts are prepared. 

Description of Terms 

2. For the purpose of this method the 
term ^^meter” shall apply to the instru- 
ment used for the measurement of volt- 
age (either in millivolts or in terms of pH 
units); the term ^ ^electrodes/ ^ to the glass 
and the reference electrode; and the term 
'‘assembly/’ to the combination of the 
meter and the electrodes. The per- 
formance of the meter shall be differen- 
tiated from that of the electrodes. 

Standard Buffer Solutions 

3, {a) The buffer solutions for check- 
ing pH assemblies and glass electrodes 
shall be stored in bottles of cliemically 

1 Under the standardization procedure of the Society, 
this method is under the jurisdiction of the A.S.T.M. 
Committee E-1 on Methods of Testing. 

2 Accepted by the Administrative Committee on 
Standards, Decembers, 1P46, 


resistant glass^ and shall be prepared 
from salts (Note 1) sold specifically for 
use, either singly or in combination, as 
pH standards. The salts shall be dried 
for 1 hr. at 110 C. before use, except in 
the case of borax which shall be sold 
and used as the decahydrate. The buf- 
fer solutions shall be prepared in ac- 
cordance with Paragraphs {h) to (/). 
Fresh buffer solutions shall be prepared 
at intervals not exceeding 3 months. 
The pH values of these buffer solutions 
at various temperatures are given in 
Table 1. 

Note L — Buffer salts of requisite purity can 
be obtained in the form of National Bureau of 
Standards standard samples, as follow's; 

Standard 


Buffer Salt Sample 

Number 

Acid potassium piitbalate. .... . . . . . . 185 

Potassium dibydrbgen phosphate 186-1 

Disodium hydrogen phosphate 186-11 

Borax 187 


(b) DisiUled Water , — Distilled water 
shall be boiled thoroughly, or purged 
with carbon dioxide-free air, to remove 
carbon dioxide and shall be protected 


^Pyrex glass bottles have been found satisfactory for 
storage of the solutions. 
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with a soda^ime ' tiibe ' '(Note , 2^^^ or the ^ 
equivalent while cooling and in storage. 
The pH of this water shall be between 6.2 
and 7.2 at 25 C. The specific conduc- 
tance at 25 C. of the distilled water shall 
be not over 2 X 10~^ per ohm cm., and 
the residue on evaporation, when heated 
for 1 hr., shall be not more than 0,5 mg. 
per liter. . 

Note 2. —Precautions shall be taken to pre- 
vent mechanical contamination of the distilled 
water with traces of the material used for pro- 
tection against carbon dioxide. 


TABLE I.~pH VALUES FOR STANDARD BUFFER 
SOLUTIONS FROM 0 TO 60 G.“ 


Temperature, 
deg. Ceat. 

0.1 N 
Hydro- 
chloric 
Acid 

0.05 

Phthalate 

0.025 M 
Phosphate 

i 

■ ■ ■, 

0.01 M 
Borax 

0 ...... 

1.10 

4,01 

6.98 

9.46 

S 

1.10 

4.01 

6.95 1 

9.39 

10..... . 

1.10 

4.00 

6.92 

9.33 

15......! 

1.10 1 

4.00 

6.90 1 

9.27 

20 

1.10 

4.00 

6.88 ' 

9.22 

25...... 

1.10 

4.01 

6.86 

9.18 

30 

1.10 

4.01 

6.85 

9.14 

35...... 

1.10 

4.02 

6.84 

9.10 

40 

1.10 

4.03 

6.84 

9.07 

45. .... . 

1.10 

4.04 

6.83 

9.04 

50 

i.U 

4.06 

6.83 

9.01 

55 

1.11 

4.08 

6.84 

8.99 

60 

1.11 

4.10 

6.84 

8.96 


® For a discussion of the manner in which these pH 
values were assigned, see the paper by G. G. Manov, 
“Standard Buffer Solutions,” Symposium on pH Measure- 
ment, Proceedings f Am. Soc, Testing Mats., Vol. 46 (1946). 

(c) Hydrochloric Acid Buffer Solution 
{0,1 N, pH IJO at 25 C.)— Dilute hy- 
drochloric acid, conforming to the specifi- 
cations of the American Chemical So- 
ciety, with the distilled water specified 
in Paragraph (6) to form a 0.1000 zh 
0.0005 N solution. Standardize this 
solution against a carbonate-free solu- 
tion of sodium hydroxide of known 
strength that has been standardized 
against National Bureau of Standards 
standard sample No. 84r of acid po- 
tassium phthalate. 

(d) Acid Potassium Phthalate Buffer 
Solution {0,05 If, pH 4.01 at 25 C ,). — 
Dissolve 10.21 zb 0.05 g. of acid potas- 
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sium phthalate in distilled water and 
dilute to 1 liter with distilled water in a 
volumetric flask. 

(e) Phosphate Buffer Solution (0.025 
M, pH 6.86 at 25 C.).~Dissolve 3.402 zb 
0.001 g. of potassium dihydrogen phos- 
phate and 3.549 zb 0.001 g. of disodium 
hydrogen phosphate in distilled water 
and dilute to 1 liter with distilled water 
in a volumetric flask. 

(/) Borax Buffer Solution {0.01 M, 
pH 9.18 at 25 C.).— Dissolve 3.81 zb 
0.01 g. of decahydrated disodium tetra- 
borate in distilled water and dilute to 1 
liter with distilled water in a volumetric 
flask. Keep the bottle containing this 
solution protected from atmospheric 
carbon dioxide or stopper the bottle at 
all times except when actually in use. 

Apparatus 

4. The apparatus shall consist of the 
following: 

(a) Meter. — There shall be three 
permissible types of meters (types I, 
II, and III), the particular choice to be 
made depending upon the desired or 
specified accuracy in the determination. 
For routine determinations of pH, meters 
of types I, II, or III may be used. For 
referee work or in case of dispute, type I 
meters shall be used. These designa- 
tions of types of meters are made on the 
basis of the electrical characteristics of 
the meter and of the operating per- 
formance of the assembly. The require- 
ments for the electrical characteristics of 
meters of types I, II, and III and the 
operating performance of the assemblies 
are given in Table II. The electrical 
shielding shall be sufficient to avoid the 
effects of body capacitance. 

(J) Glass Electrode. — The composition 
of the glass electrode (Note) shall be 
such that the stability and pH response 
shall conform to the requirements pre- 


Test FOE. pH at ' AQtTEotJs Solutions (E '70' -“ 46 T) 




scribed in Section 5 (b). Glass elec- all times there shall be an excess of 'Solid 
trodes for use with meters of types I potassium chloride surrounding the calo- 
and II shall have a resistance of approxi- meL For routine test work, the solution 
mately 500 megohms at 25 C., and elec- surrounding the calomel may be 

trodes for use with type III meters shall saturated at 0 C* with potassium 

have a resistance of not over 10 meg- chloride. The junction between the 
ohms. The leads of glass electrodes saturated potassium chloride solution of 

intended for use outside the electrode the reference electrode and the buffer or 

compartment of the meter (external test solution shall permit of easy washing 


TABLE II.— ELECTRICAL CHARACTERISTICS OF METERS AND OPERATING 
PERFORMANCE OF ASSEMBLIES. 


i : . 

Type I Meter 

Type II Meter 

Type III Meter 

Electrical Characteristics or Meters 

Vacuum-tube operation 

Type of measuring circuit 

Method for detection of balance point 

yes 

potentiometric 
null indicator (gal- 
vanometer or eiec- 
tron-ray tube) 

yes 

direct reading 
direct reading 

no 

potentiome’tric 
lamp and scale gal- 
vanometer®' 

Maximum grid current in amperes drawn from glass 
electrode during measurement of pH or electro- 
! motive force 

2 X 10--1-' 

5 X 10-“ 


i Standard cell for calibration of working battery 

yes 

optional 

yes 

; Scale: 

i Units shown 

j Minimum range in pH units 

Minimum range in millivolts 

Maximum value of smallest ruled interval 

millivolts or pH or 
both 

0 to 13 

0 to ±1100 

0.1 pH 

10 mv. 

pH 

0 to lV' 

0.1 pH 

millivolts or pH or 
both 

0 to 13 

0 to ±1100 

0.1 pH 

10 mv. 

1 Asymmetry potential compensator 

1 Automatic or manual temperature compensator 

j Minimum range, deg. C'ent 

1 Maximum value of smallest graduation, deg. Cent. 

Power supply, batteries or llO-volt a.c.. 

yes 

yes 

10 to 40 

1 

either 

yes 

optional 

10 to 40 

1 

either 

optional 

optional 

10 to 40 

1 

batteries 

Operating Performance of Assemblies 

Maximum error at upper end of scale between applied 

and observed voltage (see Section 5) 

Reproducibility on buffered solutions 

Overall accuracy between pH 1 and 12, exclusive of 
sodium-ion erfor of electrode 

±2 mv. 

±0.02 pH 

±0.05 pH 

±6 mv. 

±0.05 pH 

±0.1 pH 

±6 mv. 

±0.05 pH 

±0.1 pH 


“ Minimiun sensitivity equivalent to 0.0005 microamperes per mm. at one meter. 

" A double scale may be provided. , , . , 

* If a temperature compensatoris not provided, the instrument shall be furnished with suitable charts or graphs giving 
corrections for every degree from 10 to 40 C. for various pH readings. 

electrodes)' shall be sufficiently well to remove traces of solution from the 

shielded to avoid the effects of body previous determination and shall be of 

capacitance. such construction that a fresh junction 

Note. — Requirements for the physical dimen- can be formed for each test. 

sions and shape of the electrodes and the compo- {d) Storage of Elecir odes. Ihe lower 
sition of the internal reference solution are not halves of the glass and calomel electrodes 
considered part of this method. sjiail be Stored in distilled w'ater when 

{c) Reference Electrode.—Fot referee not in use. The “low sodium-error” 
purposes, the saturated calomel electrode electrodes shall be stored in a buffer 

shall be the reference electrode, and at solution of approximately pH 10. 
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PerformajQce Tests of Meter and Elec- _ 

trodes 

Note. — Except for referee or research 
purposes it will usually be unnecessary to per- 
form the tests indicated in Section 5. For 
routine work the standardization of the assembly 
described in Section 6 will suffice, 

5. {a) Meter —The meter shall be 
brought to electrical balance in. accord- 
ance with the manufacturer’s instruc- 
tions. The performance shall then be 
tested applying a known, variable poten- 
tial through a resistance of approximately 
500 megohms (10 megohms in the case of 
type III meters) to the terminals of the 
meter, the high-resistance lead being 
connected to the terminal corresponding 
to the glass electrode. (The source of 
known potential may be a precision-type 
potentiometer with a range of 1100 mv. 
or more and a limit of error not greater 
than 0,1 mv. The 500 (or the 10) 
megohm resistor shall be properly 
shielded to avoid capacity pickup. The 
general precautions to be observed are 
those customary in measurements of high 
impedances,) Commencing with a value 
of zero, the applied potential shall 
be increased in increments of 100 mv., 
and the readings of the dial of the meter 
at balance shall be noted. The process 
shall be completed to cover the entire 
range of the meter. If the meter is 
calibrated in terms of pH only, the 
observed diSerences in pH shall be 
multiplied by 59.1 to convert to milli- 
volts. In no case shall the difference 
between the applied voltage and that 
indicated on the meter differ by more 
than 1 mv. per increment of applied 
voltage, and the cumulative error at the 
end of the scale shall not be more than 
plus or minus 2 mv. for type I meters 
and plus or minus 6 mv. for meters of 
Types II and III. 

{b) Glass Electrodes , — The difference 
in the potentials between the glass and 
the hydrogen electrodes shall be meas- 


ured when both electrodes are immersed 
in the identical portion of various buffer 
solutions over the range of pH of approxi- 
mately 1 to 13. The ceil used for these 
comparisons shall be placed in a water 
bath thermostatically controlled to within 
plus or minus 0.1 C. at any convenient 
temperature between 20 and 30 C. 
The buffers used for this test shall be 
those listed in Section 3. In addition, the 
following buffersolutionsshallalsobe used : 
(i) a phosphate buffer solution, approxi- 
mate pH 11.7 at 25 C., prepared by 
dissolving 2.556 ± 0.001 g. of dried 
disodium hydrogen phosphate , in 138.0 
± 0.5 ml. of carbonate-free 0.1 M sodium 
hydroxide and diluting to a total volume 
of 1 liter; and {2) a carbonate-free solu- 
tion of sodium hydroxide, which has 
concentration of 0.1000 ± O.OOOS M and 
an approximate pH value of 12.9. The 
difference in the potentials between the 
glass electrode and hydrogen electrode 
shall be independent to within 0.02 unit 
of the pH of the solution up to pH 9.18 
for electrodes of all types and not more 
than 0.1 unit at pH 12.9 for electrodes of 
the “low sodium-error” type. 

Standardization of the Assembly 

6. (a) The temperature control knob, 
if one is provided, shaU be set to corre- 
spond to the proper temperature. The 
instrument shall be turned on, allowed 
to warm up thoroughly, and brought to 
electrical balance by carefully following 
the manufacturer’s instructions. The 
glass electrode shall be thoroughly 
washed with distilled water (Note 1), 
If the calomel electrode is of the enclosed 
or pencil type in which contact of the 
saturated potassium chloride solution is 
made through a capillary, it shall be 
washed in the same manner and at the 
same time as the glass electrode. If 
the calomel electrode is of the type in 
which the saturated potassium chloride 
solution has free access to the buffer 
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solution, the old junction shall be flushed 
and a. fresh 'one forined. . ■ 

Note L-~It is suggested that the electrodes 
be given at least five washings of approximately 
15 ml. each with a stream of water from a wash 
bottle, followed by two additional washings of 
approximately 50 ml each from the mouthpiece 
of the wash bottle. The sample cup should be 
similarly ' washed and shaken. ' to remove the 
excess drops of water. . 

(h) The sample cup shall then be filled 
with phthalate buffer solution and the 
electrodes immersed in the cup. In 
type I meters the dial of the instrument 
shall be set to read the pH value appro- 
priate to the standardizing buffer solu- 
tion used. The operating button shall 
be engaged and the zero control (some- 
times called the asymmetry potential) 
knob rotated until the meter is brought 
to balance. In type II meters the oper- 
ating button shall be engaged and the 
zero control knob rotated until the 
reading of the dial corresponds to the 
known pH of the standardizing buffer 
solution. Type III meters usually have 
no zero adjustment, but the value for 
the potential of the cell combination 
should be noted. The process shall then 
be repeated, using additional portions of 
the standardizing buffer solution, until a 
reproducibility is reached of plus or 
minus 0.02 unit for type I meters, 0.05 
unit for type II meters, and 0.1 unit for 
type III meters. The electrodes shall 
then be washed off as described in Para- 
graph (a). 

(c) The second buffer solution (Note 
2) selected from Table I for the stand- 
ardization of the assembly shall corre- 
spond as closely as possible to the antic- 
ipated value for the solution the pH 
of which is to be determined. The 
above process shall be repeated except 
that the zero control knob shall not 
be adjusted for the standardization 
against the second buffer solution. The 
assembly shall be judged to be operating 


satisfactorily if the reading obtained for 
the second buffer solution agrees with 
the known value of that buffer solution 
to within 0.02 unit for type I meters, 
0.05 unit for type II meters, and 0.1 
unit for t 3 ^e III meters. The electrodes 
shall then be washed as described in 
Paragraph (a). The meter now shall be 
considered ready for the determination 
of the pH of a test solution. 

Note 2. — assembly shall always be 
calibrated with two buffer solutions to check the 
linearity of the response of the electrode at 
different pH values and to detect a faulty glass 
electrode. The standardization of the assembly 
with only a single buffer solution may be com-, 
pletely erroneous because of the wide range of 
the zero control knob. The presence of a faulty 
electrode will be detected by failure to obtain a 
reasonably correct value (plus or minus 0.02 
unit) for the pH of the second buffer solution 
when the meter has been standardized in terms 
of the first. A cracked electrode will yield pH 
values that are essentially the same for both 
buffer solutions. 

(J) The assembly should be calibrated 
every time it is used, if only an occa- 
sional pH determination is made, and 
at short convenient intervals, for exam- 
ple, every fifth sample, in a long series of 
measurements. The calibration with 
standard buffer solutions shall be per- 
formed at both the beginning and the 
end of the measurements. 

Determination of pH of Test Solution 

7. (a) If a precision of greater than 0.1 
pH unit is desired, the temperature of 
the standardizing buffer solutions, the 
glass and calomel electrodes, and the test 
solution shall be within 2 C. of one 
another. Electrodes, buffer solutions, 
test solutions, and wash water shall be 
kept at the temperature of measurement 
for at least 2 hr, prior to making the 
measurement in order to reduce to a 
negligible value the effects of thermal or 
electrical hysteresis of the electrodes, 

■ {b) After the meter has been cali- 
brated with two standard buffer solu- 
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tions (Section 6), the electrodes and the 
sample cup shall be thoroughly washed 
as described in Section 6 (a). The cup 
shaU then be filled with a portion of the 
test solution and a preliminary value 
obtained for its pH. In general, this 
value will drift and should be regarded 
as an estimate. Subsequent readings 
taken on additional portions of the same 
test solution will yield successively more 
constant pH values. In the case of test 
solutions that are well buffered, three 
portions may be sufficient to yield pH 
values that are reproducible to within 
plus or minus 0.02 unit and that show 
drifts of less than plus or minus 0.02 
unit in 1 or 2 min. The pH of very dilute 
or unbuffered solutions shall be mea- 
sured in the manner directed above, 
except that the solution shall be placed 
in a suitable wide-mouth flask that 
previously has been flushed with carbon 
dioxide-free air. The contents of the 
flask shall be protected from exposure to 
atmospheric carbon dioxide. The pH 
values of such solutions may be repro- 
ducible to approximately 0.05 unit. 

(c) The pH of solutions more alkaline 
than pH 9 may also be determined with 
the use of the ^flow sodium-error” glass 
electrodes. The manufacturer’s instruc- 
tions shall be followed carefully. 


(d) The pH of distilled water shall be 
measured by first calibrating the assem- 
bly with phthalate buffer and making 
measurements of the pH of the distilled 
water in a carbon dioxideffree atmos- 
phere as directed in Paragraph (b), and 
then recalibrating the assembly with 
borax buffer and making a second set of 
measurements of the pH of the distilled 
water. In this manner two values will 
result, the first of which will be slightly 
more acid and the second slightly more 
alkaline than the true pH of the water. 
The two values, however, should check 
to within 0.1 unit and the average shall 
be reported. The “flow-type” electrodes 
may also be used. 

Report 

8. (a) The pH values obtained for the 
solution shall be reported to the nearest 
0.05 or 0.1 unit, depending on the type 
of the meter used and the precision set 
forth in the specifications for the ma- 
terial under test. 

(b) The pH of solutions that are only 
partially aqueous in character shall be 
approximated in the manner described 
in Section 7. The values so obtained 
shall be reported as apparent pH values. 
Particular care should be taken to keep 
the electrodes free of deposits of foreign 
matter. 



Tentative Method of Test for 
SOFTENING POINTS 

BALL AND SHOULDERED RING APPARATUS 



A.S.T.M. Designation: E28-42 T 
Issued, 1936; Revised, 1939, 1942.* 

This Tentative Method has been approved by the sponsoring committee 
and accepted by the Society in accordance with established procedures, 
for use pending adoption as standard. Suggestions for revisions should 
be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. {a) This method of test for soften- 
ing point by ring-and-ball method is 
applicable to asphalts, tars, pitches, 
rosins, and most resins both natural and 
synthetic. 

(i) Softening Point , — In general, with 
materials of this type, softening does not 
take place at a definite temperature. 
As the temperature rises, these materials 
gradually and imperceptibly change from 
brittle or exceedingly thick and slow 
flowing materials to softer and less vis- 
cous liquids. For this reason the de- 
termination of the softening point must 
be made by a fixed, arbitrary, and closely 
defined method if the results obtained 
are to be comparable. 

Apparatus 

2. The apparatus shall consist of the 
following: 


J Under the standardiziation procedure of the Society, 
this method is under the Jurisdiction of the A.S.T.M. 
Committee E-1 on Methods of Testing. . ^ 

s The ring-and-bal 1 method was first standardized by the 
Society’s Committee B-4 on Road and Paving Materials 
as applying to bituminous materials and issued under the 
A.S.T.M, Designation D 36. The present method is an 
extension and modification of the ring-and-bal! method to 
make it applicable to materials other than bituminous 
materials as well. 


{a) Ring, — K brass shouldered ring 
conforming to the dimensions (Note) 
shown in Fig, 1 {a). The ring may be 
attached, by brazing, to a No. 11 B. & S. 
gage brass wire (diameter 2.31 mm. — 
0.091 in.), (see Fig. 2). 

Note. — ^The tapered ring formerly specified 
in the Tentative Method of Test for Softening 
Point (Ball and Tapered Ring Apparatus) 
(A.S.T.M. Designation: E 28 - 39 T) of the 
American Society for Testing Materials,® may 
be used interchangeably with the shouldered 
ring. 

(J) Balk— A steel ball, 9.53 mm. (f in.) 
in diameter weighing between 3,45 and 
3.55 g. 

(c) Ball Guide,— A ball guide for cen- 
tering the balls, constructed of brass, 
and having the shape and dimensions 
illustrated in Fig. 1 (t;). 

{d) Container , — A glass vessel, capa- 
ble of being heated, not less than 8.5 
cm. (3| in.) in diameter and not less 
than 10.5 cm. (4| in.) in depth from the 
bottom of the flare. (A 600-mL low- 
form GriflSin beaker meets this require- 


* 1939 Book of A,S,T,M. Staudards, Part II, p. 1169; 
Part III, p. 1127. 
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'meat. For 'use with the ring holder 'an 
80'0-ml. tail-form beaker is convenient.) 

' , (e) . Sup fort -for Ring and T hermom- 
eter,—Kjij, convenient method for sup- 
porting the ring and thermometer may 
be used (see Figs. 2, 3, and' 4) provided 
it meets the following requirements': The 
ring shall be supported in a substantially 


the upper surface of the lower horizontal 
plate; the lower horizontal plate shall 
■ be at least 1.3 cm. (| in.) above the 
bottom of the glass vessel.- Therther- 
mometer shall be suspended so that the 
bottom of the bulb is level with the 
bottom of the ring and within 1.0 cm. 
(I in.) but not touching the ring. For 


--720 



Note : This diameier to be 
sfighNy (approxjmafeiy 0,002”) ^ 
larger than fo allow placing 
and cenfer/ng sfeel ball. 


'Rounded Ft ! lei 
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. (a) Shouidered 


Note '-This d tome ter fo be 
full fo perm if in serf ion 

of ring. 




Inside ^ Diamefer Full §§•' 
fo slide over ring 

Nofei-For use with the single 
ring holder ^ Flg.2r d nofch 
should besuf oaf in lower 
edge fo fif over f he wire 
supporf. 

(c) Boll Centering Guide. 


■ 21 "' *1 

(b) Ring Holder. 

Fig, !. — Shouldered Ring, Ring Hoider, and Ball-Centering Guide. 


horizontal position. The top of the 
ring shall be at least 7.6 cm. (3.0 in.) 
below the top of the container and at 
least 5.1 cm. (2.0 in.) below the surface 
of the heating liquid. Using the appa- 
ratus in Fig. 1, the bottom of the ring 
shall be 2.5 cm. (1.0 in.) above the bot- 
tom of the glass vessel. If the ring 
holder is used (see Fig. 3), the bottom of 
the ring shall be 2.5 cm, (LO in.) above 


referee work the ring holder shall' not' 
carry more than two rings. 

(/) Thermometers,— (1) An A.S.T.M. 
Low Softening Point Thermometer, 
graduated in either Centigrade or Fahr- 
enheit degrees as specified, having a 
range of —2 to +80 C. or +30 to +180 
F. and conforming to the requirements 
for thermometer 15C “• 39 or ISF - 39, re- 
spectively, as prescribed in the Standard 


■ 
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Specifications for A,S.T.M. Thermome- 
ters (A.S.T.M. Designation: E 1) of the 
American Society for Testing Materials.'* 
(2) An A.S.T.M. High Softening 
Point Thermometer, graduated in either 
Centigrade or Fahrenheit degrees as 
specified, having a range of 30 to 200 C. 



a manner as will avoid the inclusion of 
the surface layer. A quantity at least 
twice that necessary to fill the desired 
number of rings, and in no case less than 
40 g., shaU be melted immediately in a 
clean container, using an oven, hot 
plate, sand or oil bath to prevent local 


Ho. It B5S 6ctge 

Brass W/re. 


Brass Ring and Wire. 


L J 

->j 


Assembly 
of Apparatus. 


Proper Position 
of Ball. 


Fig. 2.— Assembly of Apparatus, Showing Single Shouldered Ring. 


or 85 to 392 F. and conforming to the 
requirements for thermometer 160-39 
or 16F - 39, respectively, as prescribed in 
Standard Specifications E 1.^ 

Preparation of Sample 

3. (a) The sample shall be selected 
from the material to be tested in such 


4 Appears in this publication, see Contents in Numeric 
Sequence of A.S.T.M. Designations at front of book. 


overheating. Care shall be taken to 
avoid incorporating air bubbles in the 
sample which shall not be heated above 
the temperature necessary to pour the 
material readily without inclusion of air 
bubbles. The time from the beginning 
of heating to the pouring of the sample 
shall not exceed 15 min. 

(b) Immediately before filling the 
rings, they shall be preheated to ap- 
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proximately the' temperature at which 
the materia! is : to . be' poured- The 
rings, while, being' filled,, should rest 
on .an amalgamated ■ brass plate. 
The quantity of material poured into 
the rings shall be such that after 
:20-min. cooling at room temperature of 
materials with softening points below 
80 C. (176 F.) and 40-min* cooling for 
materials of higher softening point, an 
excess amount will remain which shall 
then be cut ofi cleanly with a slightly 
heated spatula. For routine testing this 
period of time may be curtailed accord- 
ing to the characteristics of the material 



Fig. 3 . — Assembly of Apparatus, Showing 
Two Rings. 

under test. In case the test is to be re- 
peated, a clean container and fresh 
sample shall be used. 

Procedure 

4. {a) AssemUing Apparatus , — The 
glass container shall be filled to a depth 
not less than 9 cm. (3.5 in.) with freshly 
boiled distilled water (or with glycerol 
for materials melting above 80 C. (176 
F.)) which has been cooled to not less 
than 45 C. (113 F.) below the anticipated 
softening point but in no case lower than 
5 C. (41 F.) for materials melting below 
80 C. (176 F.) and in no case lower 
than 35 C, (95 F.) for materials melting 
above 80 C. (176 F.b Provision shall 


be made for centering the ball on the 
upper surface of the sample, either by 
use of' the ball guide or by making a 
slight indentation in the center of the 
sample. The latter may be done by 
pressing the ball or a rounded rod into 
the material at this point. In the case 
of hard materials the rod may be heated. 
The ring containing the sample and baU 
guide, if used, shall be suspended in the 
water so that the lower surface of the 



filled ring is 2.5 cm. (1 in.) above the 
bottom of the glass container (Fig. 2) or 
2.5 cm. above the upper surface of the 
lower horizontal plate which is at least 
1.3 cm. (I in.) above the bottom of the 
glass vessel (Fig. 3) and so that its upper 
surface is at least 5.1 cm. (2 in.) below 
the surface of the water. The ball shall 
be placed in the water but not on the 
specimen- The thermometer shall be 
suspended so that the bottom of the 
bulb is level with the bottom of the ring 
and within 1.0 cm. (| in.) but not touch- 
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ing the ring. The initial temperature 
shall be main tained for 15 min. With 
suitable forceps the bail' shall be placed 
in the center of the upper surface of the 
material in the ring. 

(J) Eeaiing.— To facilitate ■ uniform 
heating, the burner shall be placed mid- 
way between the center and the edge of 
the beaker on a diameter at right angles 
to the diameter which includes the ring 
or rings and the thermometer bulb. ■ The 
effect of drafts on uniformity of heating 
must be eliminated, . using shields if 
necessary. The heat shall be applied 
in such manner that the temperature of 
the bath is,' raised, S C. (9 F.) ., each 
minute. 

(c) Permissible Variaiion ' in ^ Rise of 
Temperature— Tho rate,, of rise of tem- 
perature shall be uniform and shall not 
be averaged, over „the period of the, test. 
The. maximum 'permissible variation ,for 
any minute period after, the first three 
shall be plus or minus 0.5 C. (0.9 F.). 
All tests in which the rate of rise exceeds 
these limits shall be rejected. 

Softening Point 

5. {a) The temperature reading to one- 
half of the smallest scale division in- 
dicated by the thermometer at the in- 
stant the , ,sample ^ touches the bottom 
of the container (or the lower horizontal 
plate) shall be taken as the softening' 


point. No ' corrections shall ■ be /made 
for emergent stem' of the thermometer. 

(b) For materials softening around 80 
C. (176 F.) the nature of the bath fluid 
(water or glycerol) shall be reported, 
since a gly.cerol bath yields slightly 
higher results than a water bath. ■ ' 

Precautions 

■ ^ 6..' (a) The use of freshly boiled dis-' 
tilled water is essential, as otherwise air 
bubbles may form on the' specimen and 
affect the results. ' Rigid ' adherence ' to 
the . prescribed rate of heating Is abso- 
lutely essential . for ', reproducibility ' of 
results. 

(6) A thin, amalgamated copper plate 
or a sheet of filter paper placed on the 
bottom of the glass vessel will prevent 
the material from sticking to the bottom 
of the glass vessel, , thereby saving con-' 
siderable time and trouble in cleaning. 

(c) In order to insure uniform heat 
distribution at all times throughout the 
bathv a mechanical stirrer sliould be 
used. 

Reproducibility of , Results ; 

7. With care and proper attention to 
details, duplicate determinations of soft- 
ening point by this method should not 
differ by more than 1.0 C. (1.8 F.). 
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A.S.T.M. Designation: E 42 - 42 T 

Issued, 1942.2 

TMs Tentative Recommended Practice has been approved by the sponsoring 
committee and accepted by the Society in accordance with established pro- 
cedures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. This recommended practice covers 
the basic principles of an accelerated 
weathering unit of the carbon arc type. 

Note. — Inasmuch as weather varies from 
day to day and place to place, thus making it 
impossible to correlate with the weather at ail 
times and for all locations, it is desirable to pro- 
mote the adoption of such cycles as will repro- 
duce the particular weathering influences that 
are of interest. It is believed that the charac- 
teristics recommended herein cover those points 
of fundamental importance that will provide an 
acceptable accelerated weathering unit for 
many purposes, and at the same time permit the 
development of detailed and specific cycles 
needed for the obtaining of particular data and 
falling within the general structure of this recom- 
mended practice. As an example, if the em- 
phasis is on mst-inhibitmg paint, in addition to 
any cycle adopted, it may be desirable to have 
an accessory high humidity cabinet made 
available. 

Apparatus 

2. (<j) The light source shall be a 
carbon arc. 

(6) The carbons shall be of such com- 

^ Under the standardization procedure of the Society, 
this recommended practice is under the jurisdiction of 
the A.S.T.M. Comniittee E-1 on Methods of Testing. 

2 Accepted by Committee E-10 on Standards, August 
24,1942. 


position and operating under such con- 
ditions that the quality of the spectrum 
as it strikes the test specimens shall 
approach so far as possible the spectrum 
of the sun. 

(c) The weathering unit shall include 
means for measuring and controlling 
the following: 

(1) Current, 

(2) Voltage, 

(J) Temperature of air and water, and 

(4) Running time. 

The materials of construction 
shall be of such character as not to react 
with the test specimens during the test. 

Procedure 

3. {a) Light values shall be measured 
by the oxalic acid - uranyl sulfate method 
described in the Tentative Method of 
Calibrating a Light Source Used for 
Accelerating the Deterioration of Rub- 
ber (A. S.T.M. Designation: D 749).® 

(i) Specimens shall be mounted ver- 
tically and shall rotate about the arc in 
order to provide uniform distribution of 
the light. If the specimens are mounted 


* 1946 Book of A.S.T.M. Standards, Part Ill-B. 


CHARACTERISTieS OF CARBON' As,C WEATHERING UnIT (E- 42 42. :T) , 1685 


vertically both above, and below the 
horizontal center line of the light source, 
their position should be transposed 
periodically to provide uniform dis- 
tribution of the light in a vertical plane 
over the entire face of the specimen. 
Products of combustion shall not be 
permitted to touch the specimens. 

(^:) The air temperature at the dis- 
tance of the , surface of the specimens 
under test shall be constant. It shall 
be determined by a shielded thermom- 
eter at a point most remote from the 
water spray. . , 

(J) Water sprays shall be provided 
whereby clean water such as drinking 
water may be forced on the specimens 
to simulate the washing action of rain, 


to provide moisture for ' causing ’ alter^ 
nate expansion and contraction due to 
swelling and drying out, and to intro- 
duce thermal shock and sweating. No 
recirculation- or immersion in the spray 
water shall be permitted. 

Note. — C ertain types of water may contain 
constituents deleterious to the materials under 
test. 

(e) The accelerated weathering unit 
at all times shall be operated under 
constant voltage at the recommended arc 
amperage. The proper carbons shall 
be used, the globes and filters cleaned at 
frequent intervals, and the temperatures 
of the air and water shall be regulated 
within the tolerances established. 


Tentative Recommended Practices for 

DESIGNATION OF NUMERICAL REQUIREMENTS IN 

STANDARDS* 



A.S.T.M. Designation: E 29 - 40 T 

Issued, 1940.® 

These Tentative Recommended Practices have been approved by the spon- 
soring committee and accepted by the Society in accordance with established 
procedures, for use pending adoption as standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


Scope 

1. (a) These recommended practices 
are intended to assist the various stand- 
ing committees in the use of uniform 
terms and conventions in expressing 
numerical requirements in specifications 
and methods of testing. Their aim is 
to outline practices which should aid 
in clarifying the intended meaning of 
limiting values, with which test values 
are compared in acceptance and rejec- 
tion of material. Certain nonnumerical 
terms dosely related to numerical ex- 
pressions are also included. 

(J) These practices are not intended 
to be used in the interpretation of speci- 
fications which do not definitely call for 
their use. The provisions of these prac- 
tices apply to the Society's standards 
as they bear on the acceptance and re- 
jection of material, however, when such 
standards make definite reference to the 
practices as covered in Section 2. 

J Under the standardization procedure of the Society, 
these recommended practices arc under the jurisdiction 
of the A.S.T.M. Committee E-1 on Methods of Testiug. 

* Accepted by the Society at annual meeting, June, 

mo. 


(c) Definite interpretations are as- 
signed to the following: 

(1) The phrase ‘^to the nearest 

’’ when applied to a specified 

limit (see Section 4 (a)). 

(2) The underlining of figures in a 
specified limit, for example, “ 1.50 0^^ 
(see Section 5 (a)). 

(3) The symbol when applied 
to a specified value of maximum per- 
missible deviation (see Section 8 (b)), 

(4) The term ^^average’’ (see Sec- 
tion 9 (a)). 

Reference to These Practices in 
Standards 

2. The inclusion of the following para- 
graph, or a suitable equivalent, in any 
standard (preferably immediately after 
the section on ‘‘Scope”) shall constitute 
due B.otification that numerical require- 
ments in that standard are subject to 
the interpretations set forth in these 
recommended practices: 


Interpretation of Numerical Requirements.— 
The numerical requirements of this standard are 
subject to the interpretations set forth in the 
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Tentative Recommendeci Practices for Designa- 
tion of Numerical Requirements in Standards 
(A.S.T.M. Designation: E 29) of the American 
Society lor Testing Materials. Particular at- 
tention is called to the use of-™-(msert one of the 

following: (1) the phrase the nearest 

(2) underlining; (i) underlining and use of the 
phrase “to the nearest in esspressing 

specified limits. 

Expression of Numerical Requirements 

3. (a) The unqualified statement of a 
numerical limit, such as “2.50 in. max/', 
cannot, in view of different established 
practices and customs, be regarded as 
carrying a definite operational meaning 
(i) as to the number of places of figures 
to be read on the scale of measurement, 
or (Z) as to the number of places of 
figures to be retained in an observed or 
calculated value for purposes of accept- 
ance and rejection. 

Measurement . — In some fields, specified 
values of 2.5 in. max., 2.50 in. max., 2.500 in. 
max., are taken to imply that a length deter- 
mination should be made to the nearest 0.1 in., 
0.01 in., 0.001 m., respectively. In other fields, 
no such significance is attached to this differ- 
ence of expression. 

Acceptance and Rejection.— In. some fields, 
specified values of 2,5 in. max., 2.50 in. max., 
2.500 in. max., are taken to imply that for pur- 
poses of acceptance and rejection, observed 
values or calculated values should be rounded off 
to the nearest 0,1 in., 0*01 in., 0.001 in., re- 
spectively, In other fields, these three specified 
values are taken to imply the same absolute 
limit of two and one-half inches and that no 
deviation, however small, in excess of this value 
is allowed. 

(i) Clear meaning on these points can 
be assured: only by specifying the foliow- 
:ing operations: 

(A) How ' measurement values are 
to be obtained^ and 

(B) How the observed values or 
calculated ' values are to be handled 
when they are compared to specified 
values in determining acceptability of 
materiaL 

(c) In specifying operation (^4) the 
following items should; be included: , 


. (/) ■ The . test or analytical method 
to be followed, ■ 

(3) Tht type of ■ measuring device 

to be used, 

, (3) The units of measurement to 
be used, and 

(4) The number of 'places of figures 
. to be read on the scale of measure- 
ment. 

(d) Methods of specifying operation 
(B) are given in the following Paragraphs 

(«) to (i). 

(e) The numerical requirements 
should be so expresised that the number 
of places of figures to be considered 
significant for purposes of acceptance 
and rejection are clearly indicated. 

(/) If all places of figures in an ob- 
served or calculated value are to be 
considered significant for purposes of 
acceptance and rejection, this intent may 
be made clear by a direct statement in 
the standard, such as: “Observed or 
calculated values should not be rounded 
off but should be compared directly with 
specified values, for purposes of accept- 
ance and rejection.” 

(g) If a limited number of places of 
figures in an observed or calculated 
value are to be considered significant 
for purposes of acceptance and rejec- 
tion, this intent may be expressed by 
the use of the phrase “to the nearest 
as follows: 

Carbon (to the nearest 0.01 

per cent) 0.20 per cent, min. 

Tensile strength (to the 
nearest 100 psi.) 62 000 psi., mia. 

When the use of the phrase “to the 

nearest ” is not practicable, the 

number of figures to be considered 
significant may be indicated by a direct 
statement or by' ' underlining ; the ' ' ',s 
nificant places, as folows: 

Carbon. 0.20. per cent, min. 
Tensile strength . . . . . . . ^ 62 000 psL, min. 
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Meaiiijig' of Plirase “to tk© marest—.” 

4. (o) ; 'Tlie plirasej the nearest 10, 
1, OJ, 0.01, etc./^when ap|>lied to speci- 
fied limits, shaE ■ be interpreted to 
have the meandiig that an observed 
value oi: a calculated value is, lor pur- 
poses of acceptance and rejection, to be 
rotmded off to the nearest unit in the 
place occupied by - the . digit ,1 in the 

phrase the' nearest., that, is, 

■shall be ronnded off to the nearest digit 
in the last right-hand place of figures 
considered significant- 


Specified Limit 

Observed Value of 
Calculated Value 

Rounded-off Value 
to be Used for Ac- 
ceptance Purposes 

Conforming to Speci- 
fied Limit 

Tensile Strength 

60 000 psi., 1 

59 940 

59 900 

No 

(to the nearest 

■ min. i 

59 950 

60 000 

Yes 

100 psi.) 


59 960 

60000 

Yes 

Tensile Strength 

60 500 psi.. 

60 440 

60 400 

No 

(to the nearest 

min, 

60 450 

60 400 

No 

100 psi.) 


60 460 

60 500 

Yes 

Antimony (to the 

0.90 per 

0.894 

0.89 

No 

nearest 0.01 per 

cent, min. 

0.893 

0.90 

Yes 

cent) 


0.896 

0.90 

Yes 

Antimony (to the 

0.91 per 

0.904 

0.90 

No 

nearest 0.01 per 

cent, min. 

0.905 

0.90 

No 

cent) 


0.906 

0.91 

Yes 


NoTS.“The final rouEded-off value should be obtained 
from the most precise value available and not from a series 
of successive rounded-off values; for example, 59,490 psi. 
to the nearest 100 and then to the nearest 1000 psi. be- 
comes 59,500 and 59,000 (not 60,000) psi., respectively, 
since the most precise value available is less than 59,500. 

(b) The actual rounding-off procedure 
shall be carried out as follows:® 

(1) When the figure next beyond 
the last figure or place to be retained 
is less than 5, the figure in the last 
place retained should be kept un- 
changed. 

(2) When the figure next beyond 
the last figure or place to be retained 
is more than 5, the figure in the last 
place retained should be increased 

. by 1. 


® This rounding-off procedure agrees with that adopted 
in the American Standard Rules for Rounding Off Numeri- 
cal Values (ASA No: Z25 .1—1940). 


(J) When; the; figure next .beyond 
the last figure or place to be retained 
is -S, .and'" 

(a) there, are no figures,, or only 
zeroSj . beyond this ■ 5, , if , the figure 
in, the last, place to-be retained is 
odd, it should be , increased by 1; 
if ■ even, , it should . be ' kept un-, 
changed; 

{b) if the 5 .next beyond the 
figure in the last place to be re- 
tained is followed by any figures 
other than' zero, the figure in the last 
place retained should be increased 
by 1, 'whether odd. or even. ' 

The above rules for rounding off may be re- 
stated as follows: 

{A) The figure in the last place to be 
retained should be kept unchanged (a) 
when the figure in the next place is less 
than 5; {¥) when the figure in the next 
place is 5 followed by no other figures 
or by only zeros, and the figure in the 
last place retained is even. 

(B) The figure in the last place to be 
retained should be increased by 1, (<x) 
when the figure in the next place is 
more than 5; (b) when the figure in the 
next place is 5 followed by no other fig- 
ures or by only zeros, and the figure in 
the last place retained is odd ; (c) when 
the figure in the next place is 5, fol- 
lowed by any figure or figures other 
than zero. 

(c) If it should be , necessary to 
roundoff to the nearest 50, 5, 0.5, 0.05, 
etc., this can be done by the application' 
of the same general principles used above 
except that in .case of observed or calcu- 
lated values that ' are exactly half-way 
between , two rounded-off ■■ values, the 
■rounding off is done step-wise, that , is, 
in' two; successive steps; for example, 
6025 to the nearest, 50 first becomes 6020' 
(Section 4 (J), item (3) (a)), which in turn 
becomes 6000; while 6075 to 'the nearest 
SO first becomes 6080 (Section 4 (fe), item 

(3) (a)), w^hich in turn becomes 6100. 

Meaning of the “IJnderliiiliig”'' Symbol 

5. (a) Underlining, when applied to 
specified limits shal be interpreted to 
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have the meariing that an observed value 
or a calculated value isy for purposes of 
acceptance and rejection^' to be rounded 
off to the nearest unit in the last right- 
hand place of figures underlined. 

(b) Thus imderlining' ■ is . the simple 
equivalent of the phrase the nearest 
■ 10, OM, etc/V v,. 

Use of the Phrase the nearest....^^ 
and of the Riiderltiiiiig Symbol 

. 6, (a) The use. of the phrase the 
nearest ’ ’ (or of underlining) in desig- 

nating specified limits, in effect specifies 
that the operation of ^Tounding off’’ 
observed or calculated values shall be 
considered applicable in determining 
whether those values are conforming or 
nonconforming with the specified limit. 

(b) It is recommended that the round- 
ing-off method as indicated by the use 

of the phrase ^'to the nearest (or 

by underlining) be employed as widely 
as possible in designating limits for 
dimensions. In view of the fact that 
well established gage tolerances and 
other practices in some fields do not 
employ the principle of /bounding off” 
here discussed, the use of the phrase “to 

i the nearest (or of underlining) 

! may not be considered universally 

^ apxjlicable to all dimensional require- 

I * ments. Wiere other procedures are to 

be used, it is recommended that the 
I standard contain a direct statement as 

• to the practice intended' by the com- 

5 mittee originating the specification. 

Clear expression on this point should 
i aid in preventing misunderstandings 

;j and disagreements in instances where 

I ^ observed values are marginally close to , 
" specified values. 

(c) It is recommended that the phrase 

“to the nearest ” (or underlining) be 

used generally in designating percentage 
chemical composition requirements, and 
that the number of ^ decimal places used 
in, expressing limiting values be^; & same 
as the number of decimal places to be 


.considered significant : for' purposes of 
acceptance and rejection. ■ . ■ 

'■ {d) In the interests of simplicity of ex- 
pression, a general statement, used as a 
caption or a footnote, should be used in 
preference to repetitions' of, the phrase 
“to the nearest........” (or to repeated 

underlining) in instances where the 
“rounding-off” method is to be specified 
for a large number of similar require- 
ments. Suggestions as to how this may 
be accomplished are given in the follow- 
ing examples: 

(1) If the rounding-off method is to apply 
to all specified limits in the standard and if 
all expressed figures are to he considered significant ^ 
this may be indicated by adding the following 
sentence to the notification paragraph given in 
Section 2, as follows: 

The following applies to all specified limits 
in this standard: For purposes of acceptance 
and rejection, an observed value or a calculated 
value should be rounded off “to the nearest 
unit” in the last right-hand place of figures used 
in expressing the limiting value. 

(2) If the rounding-off method is to apply 
to all specified limits in a table, this may be in- 
dicated by a caption or by a footnote in the 
manner indicated in the following examples: 

Example i.— Same significant places for all items 
in a table (illustrating the use of a caption). 

Chemical Composition 
per cent (to the 
nearest 0.1 per cent 

Copper...... 4.5 ±0,5 

Iron....... 1.0 max. 

Silicon. 2.5 ± 0.5 

Other constituents (magne- 
sium + zinc + manga- 
nese).. 0.5 max. 

Aluminum. remainder 

Example 2 . — Same significant places for all items 
in a table, with one or two exceptions 

(illustrating the use of a caption and a 
footnote). 

Chemical Composition,, 

, per cent (tothe- ' 
nearest 0.1 per cent) 

Aluminum..,. 6.0 ±0.7 

. Zinc 3.0±0.5 

Manganese 0.15 min.® 

Copper. 0.05 max,® 

Silicon..:.'...., 0.5 max. ■ ^ 

Other constituents (cadmium 
-f- tin + nickel) (nickel 
0,03 max.®) .... , . . . . ... . . . 0.3 max. 

Magnesium . . , . . .... . . remainder 

♦ To the nearest 0.01 per cent, 
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Example S^’-Sigmicmt phccB not the same for 
all items in a. table , (iBustrating the use 
. ' of a footnote). . 

Chemical Composition, 


,Nickel 

per cent 

Min. Max. 

...... 57 

.Chromium.. .... , . . . 

14 

18 

Manganese 


3 

Silicon. ... . . . . , . . 


0.40 

Carbon 


0.25 

Sulfur. 


0.03 

Iron. 

remainder 


Note.— T he following applies to all numerical require* 
menu in this table: For purposes of acceptance and rejec- 
tion, m observed value or a calculatea value obtained 
from an analysis should be rounded off “to the nearest 
unit*’ in the last right-hand place of figures used in ex- 
pressing the limiting value. 

'Decimals' 

7. Decimals are preferred to fractions 
in expressing numerical requirements, 
where practicable. It is recognized that 
the use of inches and fractions of inches 
is standard practice in specifying dimen- 
sions for some materials and products. 

Limits 

8. (a) Specifications should indicate 
limits to the range of permissible varia- 
tions of acceptable material These may 
be expressed by the use of maximum 
and minimum values, or permissible plus 
and minus deviations from a specified 
value. 

(6) Double Limits With Preference - — 
If there is a preferred value, it should be 
indicated together with maximum and 
minimum values, or permissible plus 
and minus deviations. 


Example: 

Antimony (to the 
nearest 0.01 per 
cent) 


0.98 per 
cent, pre-' 
ferred 


0.90 per cent, 
min. 

i.lO per cent, 
max. 


or 

per 
per 

If the preferred value lies half-way 
between limits, the maximum deviations 
permissible may be expressed by the 


Antimony (to the r f 

nearest 0.01 per 0.98 per 

cent) I cent,pre-< 

ferred 


phrase ^‘plus or minus” or, the sign. 
An expression using the phrase ^*plus or 
minus*'’ or the sign, shall .he inter-, 
preted to indicate a preferred value, 
and is thus to be considered as having a 
different meaning from the statement of 
merely maximum, and ,.■ a . minimum' 
value (see Paragraph ■ {c ) ) . 


Example: 

Antimony (to the near- 
est 0.01 per cent) .... 


1.00 db ' 0.10 per 
cent 


(c) Double Limits Without Preference- 
— If there is no preference for a specific 
value, maximum and minimum values 
alone should be indicated. 


Example: 

Weight (to the nearest 


0.01 Ib.) 


23.40 lb., min. 
23.50 lb,, max. 


{i) Single Limit With Preference-— 
If the requirements demand a limit in 
only one direction and there is a pre- 
ferred value, the preferred value should 
be indicated together with the maximum 
or minimum value. 


Example: 

Weight of coating (to 
the nearest 0.1 mg, 
per sq. in.) 


10.0 mg. per sq. in. 
preferred 

2.0 mg. per sq. in., 
min. 


(e) Single Limit Without Preference — 
If the requirements demand a limit in 
only one direction and there is no prefer- 
ence for a specific value, a maximum or 
minimum value alone should be in- 
dicated. 


Example: 

Weight of coating (to the near- 
est 0.1 mg. per sq. in.) .... . • 


2.0 , „mg. ,;per 
■sq. in.,, min. 


(/) Percentage Maximum Permissible^ 
Deviations - — If the permissible plus or 
minus deviation is a direct function of 
the preferred value, it may be expressed 
as. a percentage, particularly if a wide 
range of preferred values is expressed or 
accepted by custom. 


Designation OF Numeeical Requieemenxs in Standaeds (E 29 - 40 T) 1691 


Examples: 

" The twist, in turns per inch to the nearest 
turn, shall be, as specified, plus or minus 7 per 
cent' ' ■ 

. The resistance in ohms per foot at 20 C, shall 
be as specified, plus or minus 10 per cent; to 
the nearest 0,001 ohm for gages Nos. 14 to, 21, 
to the. nearest .0.01 o,hm for gages Nos. 2,2 to 31, 
and to the nearest O.t ohm for gages Nos. 32 
to„,40. . On the basis of this specification,, the 
table of minimum, and' maximum, values to be' 
used, for .purposes of acceptance and .rejection 
would be as follows: 


. Wire Gage 

Resistance/ ohm j 
at 20 C. 

per foot 


Min. 

Specified 

1 - 

X. 

No. 14.. 

No. 15 

: 0.145 

i 0.183 

0.161 

0.203 

0.177 

0.223 






6.732 

0.93 

6’813 

1.03 

0.894 

1.13 

No. 21 

No. 22 

' 







8.33 

10.3 


No. 31 1 

No. 32 

7.50 1 

9.3.;: 

9.16 

11,3 







34.1 

73.3 


No. 39 

No. 40 , 

48.7 

56. 0 

59.5 

80.6 


® The following applies to all specified limits in this 
tabic: For purposes of acceptance and rejection, an ob- 
served value or a calculated value obtained by test should 
be rounded off “to the nearest unit” in the last right-hand 
place of figures used in expressing the limiting value. 

Averages 

9, (a) Where the term ^‘average” is 
used without modifiying adjectives, it 
shall be interpreted , to indicate the 
arithmetic mean. If some other average 
is intended, such as the weighted arith- 
metic mean, the geometric mean, etc., 
the standard should so state. 

(h) Standards should indicate clearly 
whether specified limits are to be applied 
to each single reading, to the average of 
all readings, to the average of certain 
subgroups of readings, etc.' 

(c) If the places of figures to be con- 
sidered significant in an average differ 
from those , expressed: in „ . the ' specified 
limit for' a single '.specimen., ..a statement 
should be m.ade to this effect. '■ 


Nonnumarical Terms ■ ^ 

10. (a) The expressbus in the folow- 
ing Paragraphs (6) to (i) are not numeri- 
cal in character but have a definite re- 
lationship to' numerical requirements, in 

standards. 

(b) Remainder, Balance, orDiJermcel 
—The analytical method should, ' in- 
general, include the deterHiination of all 
the essential ingredients and all of the 
impurities for which numerical require- 
ments are specified. The term ^^re- 
mainder’’ (rather than ^‘balance” or 
“difference”) should be used when it is 
not necessary to make a direct deter- 
mination of the remaining constituent 
or constituents involved. 

Chemical Composition, 
per cent (to the 
nearest 0.1 per cent) 


Example: 

Copper...... ....... 4.S±0.5 

Iron. 1.0 max. 

Silicon. 2.5 db O.S 

Other constituents (mag- 
nesium + zinc -|- man- 
ganese) 0.5 max. 

Aluminum remainder 

(c) Trace, None, Nil. — The use of 
indefinite terms, such as “trace,” 


“none,” “nil” should be avoided unless 
defined as “none by such and such a 
test.” 

(d) Total Impurities . — The use of in- 
definite expressions, such as “total im- 
purities,” “total other impurities,” etc., 
should be avoided unless the specifica- 
tion likewise lists the elements that 
should be considered under such ex- 
pressions. 

Test Method 

11. (a) The standard should indicate 
clearly the test or analytical method to 
be followed for determining each of the 
specified numerical requirements. This 
may be done as follows:; ; ^ ^ 

(i) By reference . to. ' an A.S.'T.M. 

standard, 
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(2) By .describing ' the method in 
detail^ or , 

(J) By stating " '%ny approved 
method.^’. ' 

(6) Procedures (i)'aiid (2) are recom- 
mended as preferable to (J). ; 

Permissible \ Variations for. Controlled. 
Constants,, of" Test, ' 

12. Permissible variations for ; con- 
trolled constants of testing apparatus 
and equipment should be. designated. ' 

Example: ■ . 

TMckness test — with a load of 

0,100 ± 0.(K)1 psL distributed over a 
circular area of 3,00 . dz . 0,.01 in, .in 
diameter,” 

Tensile strength test— " with a jaw- 

speed, of 1.2.00 ± . 0- SO in. per min.” ■ ' 

In the above ezamples the underlining desig- 
nates, places of /figures to be considered signifi- 
cant, for purposes of acceptance and rejection of 
conditions, tf test. 

Permissible Variations for Conditioii of 
Test Specimens 

13. . The ' physical condition of the 
specmen at "the time of' test should be 
specified in all details which' influence 
the characteristics being tested. 

Examples: 

■ . Molded Insulating Materials, Physical Tests. 
— ^Ali specimens shall be conditioned before 
testing by drying in an oven at 50 =h 5 C. (122 
dh 9 F.) for 48 hr., followed by cooling to room 
temperature in a desiccator. ..... , 

' ., Woven .Textile Fabrics, ' Physical Tests, — 
Standard condition of woven fabrics shall be 
that reached by the fabric when in moisture 
equilibrium with a standard atmosphere having 
a relative humidity of 65 per cent at 70' F. 
(21 C.). A deviation of plus or minus 2^ per 
cent is permitted in relative humidity and plus 
or minus 2 F. (1.1 C.) in temperature. 

Sampling and Acceptance Requirements 

14, (a) If it is the intent of the speci- 
fication to provide a. definite basis for 
acceptance and rejection with respect to 
the numerical requirements, the^ sam- 


pling procedure should be outlined ' in 
detail, induding: ■ 

,(i) Method, of „ selecting., samples,..:, 
(2) Number of tests or analyses,aiid 
■ (J), .Acceptance, requirements— in- 
cluding (i) conditions to, be met by 
resultS ;of tests if; lot is, to be coBsi.de.red 
■ acceptable, .and {it) conditions for and 
methods , of, resampling-,, and retesti.ng. 

" (i) .. If , there are restrictions as .to the 
number of. specimens, tests, ..or readings 
to be permitted in, 'obtaining an' average 
for purposes of acceptance and rejection, 
the standard should so state. . 

Test Readings -,,,' 

15. .{d) Where it is^ important in -.any 
operation of a test or an 'analysis, the 
specification shou'id indicate how many 
places .of figures the Tester : or analyst 
should read on the scale of 'measurement. 

Example:. ' 

Measure to the n.earest ,0.001 in,. 

Read to the nearest; 10 lb. " 

Weigh.to the nearest 0.01 g, . '., . 

Read' to the limit „of sensitivity . of the,, ........ 

{b) If .the direct reading, of a,, test is 
taken ,.in the same, units, of .measurement 
as designated in the specified limit, „and 
if the .phrase „“.to,. the;, nearest.. .(or 
underlining) is used in . designating the 
specifi.ed, limit, this, method of expression 
will indicate . to. how ■ many places . 'of 
figures, it „is to .read. purely for 

purposes of , acceptance and,' .rej,ection, 
The practice of . reading 'and .recording' 
additioml places of figures is . recom- 
mended; among o,ther , things, this .prac- 
tice .makes, available' ;informa,tion .that 
may be useful in studies or investigations 
as to variability of material or of testing 
methods. 

Example: 

Specified Limit: Weight 
(to the nearest 0.1 g,) ........ .5.0 g., mia. 

For purposes of acceptance and rejection, it 
would be necessary to read the scales of the bah 


|i 

li 

I 

l'= 
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ance only to the nearest OJ g. If, ..however,. it 
were subsequently des!fal>Ie to review, past data 
to study variability, and II the range of variation 
were only say one or two ten tbs of a gram, the 
amount of iiifoniiatioii available ■ would be 
meager if values .had been recorded only to tlie 
nearest tenth of a gram, but would be plentiful 
if values had been recorded to the nearest 
hundredth of a gram. 

Calcuiations': 

.16. (a) .The' basis of ail ■ percentages 

shouMT^e, given. 

(6) It is recommended that all calcu- 
lations, such as dete.rin;inatioiis of tensile 
strength in pounds per square inch,: 
corrections for temperatures, etc., should 
carry at least two more places of figures 
than are to be considered significant for 
purposes of acceptance and rejection, , . 


in., respectively, the calculated values- of the 
tensile, strength would be as follows: 


5340 
0.10240 * 

50SQ 

■ 0.10174’ 


52,148 psL 
! 49,931 psL . 


Note that if the recommendation in Para* 
graph (b) had not been followed and if only one 
more place of figures (than are to be considered 
significant for acceptance and rejection) had 
been used, the second calculated value would 
have been 5080/0.1017 = 49,951 psi This 
value would then have been rounded off to 
50,000 and would have been considered accept- 
'abkj whereas it should have been considered 
rejectaUe. Using *‘two more places’! in calcu- 
lations, in accordance with the practice here 
recommended, usually prevents this type of 
calculation error from affecting the final value 
used for purposes of acceptance and rejection. 


(i Example, — The specified tensile strength of a 

material is 50,000 psi., min. (to the nearest 
100 psi.), that is, three places of figures are to 
be considered significant for purposes of ac- 
j ceptance and rejection, 'This recommendation 
calls for carrying out calculations to five places 
of figures. 

If maximum load readings for two test speci- 
mens are 5340 and 5080 lb., and if the calculated 
ijS cross-sectional areas are 0.10240 and, 0.10174 sq. 


(c) Digits that are not to be con- 
sidered in acceptance values should be 
rounded off (see Section 4 (b)) after all 
calculations, including averaging, are 
completed. 

Example . — Calculated values of Section 16 
{h) would be rounded off to give final values of 
52,100 and 49,900 psi., respectively, for purposes 
of acceptance and rejection. 
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A.S.T.M. Designation: E, 41 -42 T 

Issued, 1942.2 

These Tentative Definitions have been approved by the sponsoring com- 
mittee and accepted by the Society in accordance with established proce- 
dures, for use pending adoption aS standard. Suggestions for revisions 
should be addressed to the Society at 1916 Race St., Philadelphia 3, Pa. 


1. These definitions and test pro- 
cedures pertain to the conditioning and 
weathering of materials for test purposes. 
Unless otherwise specified, they are in- 
tended to apply to all cases where com- 
binations of atmospheric influences are 
an essential part of materials testing. 

Definitions 

2. (a) Conditioning. — ^The process of 
subjecting a material to a stipulated 
influence or combination of influences for 
a stipulated period of time. The in- 
fluences may be relative humidity, tem- 
perature, light, pressure, air composition, 
or other factors, used jointly or severally. 

Note 1. — In some cases a material is sub- 
jected to a stipulated influence or combination 
of influences until substantial equilibrium is 
reached. Because of the labor involved in 
determining when equilibrium has been reached, 
it is customary to subject the material to the 
stipulated influences for a stipulated period of 
time, the period of time having been deter- 
mined with due regard to the nature of the 


material, the atmospheric influences, and the 
conditioning equipment. 

Note 2. — Conditioning may be used for {a) 
predicting service behavior, \b) obtaining re- 
producible results, {c) testing for acceptance, 
(d) research, and (e) process control; for any 
single objective or combination of objectives. 

Note 3. — It is generally true that only a 
portion of the influences enumerated in the 
above definition are applicable to any given 
material Hence, in any discussion of condi- 
tioning, the particular influences that are sig- 
nificant must be stated. 

(6) Average Room Conditions. — 40 
per cent relative humidity at a tem- 
perature of 77 F. (25 C.). 

(c) Dry Room Conditions . — 15 per cent 
relative humidity at a temperature of 
85 F. (29 C.). 

{d) Moist Room Conditions.—^ 75 per 
cent relative humidity at a temperature 
of 77 F. (25 C.). 

(e) Absolute Humidity — Concentra- 
tion (density) of water vapor in the 
atmosphere expressed as weight per 
unit volume or weight per unit weight 


1 Under the standardization procedure of the Society, 
these definitions arc under the Jurisdiction of the A.S.T Jd. 
Committee E-l on Methods of Testing. 

s Accepted by Committee E-10 on Standards, August 
24,1942. 


* These definitions are identical with those appearing 
in the Standard Method of Determining Relative Humidity 
(A.S.T.M. Designation: D 337), 1946 Book of A.S.T.M. 
Standards, Part III-A. 

* Editorially revised in 1944. 
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of' (i) dry air or: {2) water vapor and 
air. . Grams .per cubic footy grains per 
poundj or pounds per ' pound are com- 
monly used. , Y 

(/) Relative Humidity — Ratio of 
actual pressure of. existing water vapor 
to maximum possible pressure of water 
vapor in the a.tmospliere at the same 
temperature, expressed as a percentage. 

■ {g) Dew : Point,^ — Temperature at 
which condensations of moisture would 
occur if the existing atmosphere were 
cooled without change in vapor pressure. 

Qt) Vapor Pressure } — Component of 
atmospheric pressure caused by presence 
of water vapor, usually expressed in 
inches of mercury. 

(f) Dry Bulb Temperature} — Temper- 
ature of the air as indicated by a stand- 
ard thermometer. 

(J) Wet Bulb Temperature } — For pur- 
poses of this method, temperature indi- 
cated by the wet bulb thermometer of a 
standard sling psychrometer or its 
equivalent. Theoretically, temperature 
at which the atmosphere would become 
saturated by evaporation of water with- 
out loss or gain in total heat content of 
the air and vapor. 

{k) Hygrometer } — Any properly cali- 
brated instrument which indicates di- 
rectly or indirectly the humidity of the 
air. 

(J) Absorption Hygrometer } — Any one 
of several t3q)es of hygrometers con- 
taining a hygroscopic substance the 
length, thickness, or weight of which is 
a measurable index of the humidity of 
the atmosphere. Usually such devices 
are graduated directly either in relative 
humidity or in regain of stock in pro- 
cess, and are continuously indicating. 

{m) Wet and Dry Bulb Hygrometer or 
Psychrometer}— CoxitdAm two matched 
thermometers, one plain and one having 
a wet bulb covering as hereinafter speci- 
fied — for simuitaneously indicating the 


dry and wet bulb temperatures of the 

atmosphere. 

{n) Recording Hygrometer or Hsy- 
chrometer}— Any approved type of hy- 
grometer or psychrometer equipped with 
automatic clocking and recording device 
capable of making a continuous time - 
relative humidity autograph, or time - 
wet and dry bulb temperature auto- 
graph. 

(0) Sling Psychrometer} — A psy- 
chrometer containing matched dry and 
wet bulb thermometers suitably mounted 
for swinging through the atmosphere, for 
simultaneously indicating dry and wet 
bulb temperatures. The thermometers 
shall be so mounted as to act independ- 
ently and to face the air current during 
swinging 

Relative Humidity Determination 

3. (a) Relative humidity shall be 
determined in accordance with the 
Standard Method of Determining Rela- 
tive Humidity (A.S.T.M. Designation: 
D 337) of the American Society for 
Testing Materials.® 

(1) For determining relative humidity 
from psych rome trie observations within 
the normal temperature range 0 to 112 F. 
(—20 to +45 C.), reference may for 
convenience be made to the Psychromet- 
ric Table for Relative Humidity.® 

Room Temperature Determination 

4. Whenever the room temperature 
is to be determined in any test method 
the following procedures shall be used: 

{a) All air temperatures shall be 
measured with an A.S.T.M. Gravity 
Thermometer 12F - 39 or 12C - 39 
having a range of --5 to +215 F. or 
— 20 to +102 C., as specified, and 
conforming to the requirements of the 

5 1946 Book of A.S.T.M. Standards, Part III-A. 

8 proceedings^ Am. Soc. Testing Mats., Vol. 31, Part 1, 
p. 567 (1931); also in “A.S.T.M. Standards on Textile 
Materials,** October, 1946, p. 416, ava,ilable as a separate 
publication. 
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Standard , Specifications ' , for " , A.S.T.M. 
Thermometers .(A.S.T.M. . Designation; 
E 1) of the American Society for Testing. 
MaterialsJ 

''"'■ (b) Ail air hemperature (room tem- 
perature); measurements shall be made 
with' the thermometer located within 2 
ft. in' a horizontal direction of the point 
at .which the test is actually being made. 
In case the test 'involves any heat or 
heating apparatus', the thermometer 


^ Appears in this publication, see Contents in. Numeric 
Sequence of A.S.T.M. Designations at front of book. 


shall be shielded from direct radiation 
as well as convection currents.' 

Standard „ laboratory Atmosphere 

5. Whenever '.the materials, to' l)e 
tested are known to be sensitive to vari- 
ations in temperature or moisture, or 
both, the tests shall be conducted in a 
room or .chamber of controlled humidity 
and; temperature. Unless : otherwise 
specified, the tests shall be made in the 
standard laboratory atmosphere having a 
relative .humidity of ,50 ± 2 ,per cent at a 
temperature, of 77 ± 2 F., (25. ± LI 'CO 
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E 1-46. Spec, for A.S.T.M. Thermometers. ....... . , 1718 

5 These Methods were formerly designated C 19 - 41. 


TENTATIVE REVISIONS OF A.S.T.M. STANDARDS RELATING TO 
NONMETALLIC MATERIALS-^CONSTRUCTIONAL 
As of December, 1946 


Standard Specifications for Masonry 
'•Cement (C 91 - 40):^ 

The Tentative Specifications for 
Masonry Cement (C 91“*44T)^ are in- 
tended to replace, when adopted, the 
present Standard Specifications C 
91-40..., ' , 

Tentative revision^ submitted August, 1944. 

Standard Methods of Chemical Analysis 
of Portland Cement (C 114-46);® 

The Tentative Methods of Chemical 
Anafysis of Portland Cement (C 114- 
46 T)^ are intended to be added, when 
adopted, to the present Standard 
Methods C l 14- 46. ‘ 

Tentative revision, stihmiUed June, 1946. 

Standard Method of Test for Compres- 
sive Strength of Hydranlic-Cement 
Mortars (C 109-44):® ■ 

Section P.— Replace the present second 
sentence by the following four new sen- 
tences: 

Immediately after completing the mixing 
operation, the mortar adhering to the mixing 
glove Bhall be removed by striking the hand 
against the side or edge of the mixing bowl. A 
layer of mortar about 1 in. in thickness shall be 
placed in the mold and tamped 20 times with 
the tamper. The tamping pressure shall be just 
sufficient to insure uniform filling of the mold. 
The mold shall then be filled with mortar and 
tamped as specified for the first layer. 

In the present fourth sentence, change 
“30 sec.^.' to read'. min.’l ■ 


^ See p. 7. 

2 Seep, 1269. 
«See p. 17, 


Footnoted . — Change to read as follows: 

As a guide for the initial trial mortar, the 
percentage of water by weight of the cement to 
produce the specified flow will be about 49 to 
50 per cent for portland cement containing air- 
entraining material and about 50 to 52 per cent 
for Portland cement not containing air-entraining 
material. 

Tentative revision, submitted September, 1946. 

Section iO.— Change the first two sen- 
tences to read as follows: 

Immediately following completion of the flow 
test, the mortar from the flow mold* shall be 
returned to the mixing bowl and the entire batch 
shall be given a 15-sec. mixing with one hand 
protected with a rubber glove, after which the 
glove, shall be freed of adhering mortar. Within 
a total elapsed time of not more than 2 min. 
and 15 sec. after completion of the original 
mixing of the mortar batch, molding of the 
cubes shall be started. 

Tentative revision, submitted September, 1946. 

Standard Methods of Chemical Analysis 

of Limestone, Quicklime, and Hy* 

drated Lime (C 25-44):® 

New Section . — Add the following as a 
new section on unhydrated oxides cal- 
culated on as-received basis: 

27. Unhydrated Oxides Calcidaied on As-Re- 
ceived Basis: {a) Determine the percentages of 
free water, combined water, CO 2 , SO3, CaO, and 
MgO in accordance with Sections 11, 12, and 14 
to 20. 

(&) Calculate the percentage of unhydrated 
oxides on the as-received basis, as follows (Hotes 
1,2, and 3): 

{!) Calculate the CaO equivalents of the CO 2 
and SD3, 

(2) Subtract the sum of these CaO equiva- 
lents from the total CaO, 


« See p. 114, 
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, (J) ..Calculate. : tlie; H 2 O, .equivalent. „ of the 
remaining ,CaO, 

(4) : Subtract ■ this . ^ value, for . H 2 O from , the 
.combined water as, determined, 

(5) Calculate the MgO equivalent of ■ the 
, remaining com,bined water, and 

(6) Subtract this MgO equivalent from the 

' total MgO' ; as determined to obtain the 
■ percentage of; unhydrated MgO on' the 
as-received' basis. ' 

■ Nqte 'I: Emmpk of CdcuMwn.---The calcu- 
iations involved in determining the percentage 
of unhydrated oxides on the as-received basis 

are illustrated in Table L 

Note 2.-— This method for calculating the 
percentage of unhydrated oxides is intended 
primarily for use with type S hydrated lime. 

Note 3. — It is recognized that the results of 
tins method of calculation may not be in strict 
accord with the actual composition of the mate- 
rial. Experience indicates, however, that these 
results provide an index to the performance of 
the material in practice. The value obtained 


8. The chemicaT analysis and physical' 
properties of calcined gypsum for use in the 
preparation of dental plasters shall be deter- 
mined in accordance with the Standard Meth- 
ods of Testing Gypsum and Gypsum Products 
(A.S.T.M. Designation : C 26) [Except that 
in the determination of the time of setting 
and the .tensile strength, the calcined gypsum 
:and water shall be mixed in the proportion 
of 100 g. of : calcined gypsum to 60 ml. of 
water. The calcined gypsum shall be allowed 
to. soak in distilled' water at 70 'F. (21 C.) 
for 30 sec., and shall then be stirred for 30 sec. 
and placed immediately in the molds.] 


Standard Methods of Testing Gypsum 
and Gypsum Products ■(€ 26 - 42) 

Section 19 {b) — Add. a note to read as 

follows: 

Note.— -T he use of 0.1 per cent retarder in 
determining the testing consistency iS' necessary 


Tentative revision^ submitted June, 1942. 


TABLE I.— EXAMPLE OF CALCULATION. 


Compound 

Values Determined 
from Chemical 

1 , Analysis, per cent 

Residual Values 

Factors | 

1 

Calculated Values, 
per cent 

CO 2 

1 0,40 


.X 1.275 .' 

equivalent CaO « 0.51 
equivalent CaO = 0.34 
equivalent H 2 O. *= 13.48 . 
equivalent MgO 25.98 

unhydrated MgO 4,70 

SO 3 

1 0.48 


X 0.700 - 

CaO 

1 42.79 - ro.51 4- 0.34 « 0.8S1 =«4L94 

X 0.3213 = 

H 2 O 

25.09 ~ 13.48 

' « 11.61 

X 2.238 ™ 

MgO 

30,68 - 25.98 



by this calculation shall be reported to the 
nearest 0.5 per cent. 

T eniative revision, submitted June, 1945. 

Standard Definitions of Terms Relating 
to Lime (C 51 -''44) J 

The Tentative Definitions of Terms 
Relating to Lime (C 51 -44 T)^ are in- 
tended to be added, when adopted, to the 
present Standard Definitions C 51-44. 
Tentative revision, submitted June, 1944. 

Standard Specifications for Calcined 
Gypsum for Dental Piasters (C 72~ 
40):® 

Section 8. — Change to read as follows 
by the omission of the words in brackets; 


when working with quick-setting calcined 
gypsum products. 

Tentative r elision, submitted June, 1942. 

Standard Definitions of Terms Relating 
to Gypsum (C IT- 41). 

The Tentative Definitions of Terms 
Relating,' to .Gypsum : (C 11 - 41', T)^^ are 
intended to be added, when adopted, to 
the .' present „ : Standard. .. Definitions,' 
,C 11-41..: : 

Tentative revision, submitted June, 1941. 

. Specifications for Btiilding Brick (Made 
from Clay or: Shale) (€62-44):^'^ ' - 

. Place ...an, ' aste,risk in , the titie. 


10 Sec p. 149. 
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after ''Building Brick'Vand add the fol- 
lowing footnote: When the term brick 
is used in these specifications, it should 
be understood to mean brick or solid 
: masonry units.” 

TeMtative revision , submitted June, 1946. 

SecHon 2 .to, read -as 
follows: , 

(/) If brick having a particular color, texture, 
finish, uniformity, or freedom from cracks, warp- 
age, exposed stones, pebbles, or particles of lime 
are desired, such brick should be purchased under 
specifications for facing brick. 

Tentative revision, submitted September, 1946. 

Section 3 (^).— Change to read as 
follows: 

3. {a) Size. — The size of brick shall be as 
specified by the purchaser and the average size 
of brick furnished shall approximate the size 
specified in the invitation for bids. The maxi- 
mum permissible variation in dimensions of indi- 
vidual units shall not exceed those given in 
Table IL 


'tABLE IL— PERMISSIBLE VARIATIONS IN 
DIMENSIONS. 


Standard Dimension, in. I 

j 

Permissible 
Variations 
from Standard 
Dimension, max., 
plus or minus 

Face Height or Length 

Up to 3 

M 

Over 3 to 6, incl 


Over 6 to 8, incl ; 

H 

Over 8 to 12, incl j 

. % ■ ■ 

Through the Wall Thickness 

Up to 4. ... . . ' 1 

H 

Over 6 to 8, incl 

. % . . 

Over | 

H 


Note.— For a list of modular sizes, see American 
Standard A62.3. Ail of the sizes listed in this standard 
are not produced in some parts of the United States and 
purchasers should ascertain the size or sizes available. 

Tentative revision, suhnitted June, 1946; 

Modified September, 1946. 

Section 4: — Change to read as follows: 

4. Unless otherwise agreed upon by the pur- 
chaser and seller, a delivery of brick shall con- 
tain not less than 95 per cent whole brick. 

Tentative revision, submitted September, 1946. 


Standard Specifications for Sand-Lime 

Building Brick (C 73,-39):^^ 

TUle, — Make the same change in title 
as recommended above in the title of 
Standard Specifications C 62 - 44. 

Tentative revision, submitted June, 1946. 

Section 3,— Change to read as recom- 
mended above for Section 3(a) of Stand- 
ard Specifications C 62 - 44, 

Tentative revision, submitted June, 1946. 

Methods of Sampling and Testing Brick 

(C67~44):i5 

Section J.— Add the following to the 
second sentence: ^'and shall include speci- 
mens representative of the complete 
range of colors and sizjes of the brick in 
the shipment.” 

Tentative revision, submitted September, 1946* 

Section 4. — In the first and third sen- 
tences, change the number of brick to be 
selected from “five” to read “ten.” 

Tentative revision, submitted September, 1946. 

Section 10 (c). — Change the last sen- 
tence from its present form “The caps 
shall be aged at least 2 hr. before the 
specimens are tested,” to read “The caps 
should be aged at least 16 hr. before the 
specimens are tested.” 

Tentative revision, submitted June, 1946. 

Standard Specifications for Structural 

Clay Load-Bearing Wall Tile 

(C34-41):i® 

Section d.— Change to read as follows: 

6. Finish. — {a) The finish of the outer face or 
faces of tile shall be plaster-base finish or exposed 
wall fimish as specified in the invitation for bids. 

{h) Surfaces of tile with plaster-base fiinish 
shall be scored, combed, or roughened. When 
scored, each groove shall be not less than in. 
nor more than J in. in depth, and not more than 
1 in. in width. The area covered by the grooves 
shall not exceed 50 per cent of the area of the 

wseep. 172. 

16 Seep. 183. 

»«Seep. 192. 
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scored faces. Whm combed, tke tile shall' be 
scratched or scarified prior , to burning by me- 
chanical means which shall make, scratches or 
scarifications on the surface of the tile not less 
than in* nor more than | in. in depth, and not 
more than i in, apart. When roughened, the 
die skin on the face of the tile shall be entirely 
broken by mechanical means, such as wire cut- 
ting or wire brushing (The die skin may be 
observed within the cells of the tile.) 

(c) Surfaces of tile with exposed finish shall 
be smooth, combed, or roughened. Combed or 
roughened tile surfaces shall conform to the re- 
quirements for these finishes given in Para- 
graphed). 

Tentative revision^ submitted September, 1946. 

Section 7.— Change the first sentence 
to read as follows; ‘‘AtleastSO percentof 
each shipment of load-bearing wall tile, 
as delivered to the site, shall bear the 
words Toad bearing^ or the letters 
XBX’ or and the name, initials, 
or trademark of the manufacturer.” 

Tentative remsion, submitted September, 1946. 

Standard Specifications for Structural 

Clay Non -Load-Bearing Tile (C 56- 

Section 6. — Change to read as recom- 
mended above for Section 6 of Standard 
Specifications C 34 - 41 . 

Tentative revision, submitted September, 1946. 

Section 7. — Change the first sentence 
to read as follows: ^^At least 80 per cent 
of each shipment of non-load-bearing tile 
as delivered to the site shall bear the 
name, initials, or trademark of the manu- 
facturer.” 

Tentative revision, submitted September, 1946. 

Standard Specifications for Structural 

Clay Floor Tile (C 57- 39 )%^^ 

Section 6. — Change to read as recom- 
mended above for Section 6 of Standard 
Specifications C 34 - 41 . 

Tentative revision, submitted September, 1946. 

Section 7. — Change the first sentence 

See p. 195 . 

« See p. m. 


to' read as follows: At least 80 per cent 
of 'each shipment of 'floor tile as delivered 
to the site, shall bear ' the name, initials, 
or trademark of the manufacturer.” ■ 

Tentative revision, submitted September, 1946. 

Standard ■ Methods' of ' Sampling and 
• Testing Structural Clay Tile (C 112- 

Section 72 (a).— Change the last sen- 
tence to read as follows : ^TFhe gross 
cross-sectional area of a tile is the total 
area enclosed by the outside dimensions 
of the tile in a direction perpendicular 
to that in which the load is carried.” 

Tentative revision, submitted September, 1946. 

Standard Specifications for Refractories 

for Heavy Duty Stationary Boiler 

Service (C64-4i);^® 

New Section .’ — Add the following as a 
new Section 7, renumbering the subse- 
quent sections accordingly,: 

7. Samples for Test, — The number of brick 
required for testing the various types of fireclay 
brick referred to in these specifications is given 
in the accompanying Table HI. The test brick 


TABLE IIL-NUMBER OF BRICK l^EQUIRED FOR 
■ TESTING. 


Test Methods 
to be Used 

Types of Brick and Number 
Required for Testing 


A 

1 B, 

C 

D 

1 E 

F 

G' 

Pyrometric cone equiv- 
alent j 

1 

1 

1 ■' 

1 1 

1 

1 

1 

1 

Load test. ! 

2 

2 

:■ 2 


2 

2 


Permanent linear | 

change. 

6 

6 

1 6 

6 




Panel spalling i 

14 

14 


14 




Modulus of rupture .... 






5 

5 

Water absorption 



.5 





Extra brick® ........... 

2 

2 

2 

2 

i 


i 

Total without brick for 








size variation 

25 

2S 

, 16'' 

23 

4 

9 

7 

Total when size varia- 
tion is to be obtained 
by laboratory® ! 

25 

25 

, 22 

23 

' 22 

22 j 

22 


“ Extra brick are included so as to provide for those 
which may become damaged or broken in shipment. 

^ Twenty brick are required for size variation but the 
measurements are made on the test brick before they are 
used for any of the other tests . 


w Seep. 201. 
so Seep. 261. 
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shall be 9 by 4§, by 2| or. specimens of that 

si^e.cut from, larger shapeSj .utilizing as far as 
possible existing plane surfaces. , Shapes of suit- 
able size, may be submitted provided the labora- 
tory has facilities, for .cutting 9-in. brick from 
them. The test specimens shall be selected at 
random from each shipment of 50^000 brick or 
less. , , 

Tentatdve revisioUj submitted June^ 1946. 

Standard Specifications for Refractories 
for Moderate Duty Stationary Boiler 
.Service (C 153 -41) 

New Section. — Add the following as a 
new Section 6, renumbering the subse- 
quent sections accordingly : 

6. Samples for Test . — The number of brick 
required for testing the various types of fireclay 
brick referred to in these specifications is given 
in the accompanying Table IV. The test brick 


TABLE IV .—NUMBER OF BRICK REOUIRED FOR 
TESTING. 


Test Methods to be Used 

Types of Brick 
and Number 
Required for 
Testing 


H 

G 

Pyrometric cone equivalent 

1 

1 

Load test 

2 


Permanent linear change .............. 

6 


Modulus of rupture 


5 

Extra brink®. . ^ 

i 

1 




Total without brick for size variation.. 

10 

7 

Total when size variation is to be ob- 
tained by laboratory^. ............... 

22 

22 



® Extra brick are included so as to provide for those 
which may become damaged or broken in shipment. 

^ Twenty brick are required for size variation but the 
measurements are made on the test brick before they are 
used for any of the other tests. 

shall be 9 by 4i by 2| in.^^ or specimens of that 
size cut from larger shapes, utilizing as far as 
possible existing plane surfaces. Shapes of 
suitable size may be submitted provided the 
laboratory has facilities for cutting 9-in. brick 
from them. The test specimens shall be selected 
at random from each shipment of 50,000 brick 
or less. ■ 

Tentative revision ^ submitted June^ 1946. 


Test brick 3 in. in thickness may be used for the 
permanent linear change and spalling tests. 

“Seep. 265. ■ , ; ■ 

“Test brick 3 in. in thickness may be used for the 
permanent linear change test. 


Standard SpeGifications : ; for Fire.clay 
Plastic Refractories for Boiler and In- 
cinerator ' Services (C 176-44) 

New Section. — ^Add the following as a 
new Section 4, renumbering the subse- 
quent sections accordingly: 

4. Sampling . — A sample of not less than 200 
lb. shall be taken at random from each carload or 
less than carload shipment. If packed in mois- 
tureproof cartons of about 1-cu. ft capacity, two 
cartons selected at random will suffice; if packed 
in steel drums, one drum of 200 ib. shall be 
selected. 

Tentative revision ^ submitted June, 1946. 

Standard Specifications for Refractories 
for Incinerators (C 106-41):^® 

New Section. — Add the following as a 
new Section 6, renumbering the subse- 
quent sections accordingly: 

6. Samples for Test . — ^The number of brick 
required for testing the various types of fireclay 
brick referred to in these specifications is given 
in the accompanying Table V. The test brick 
shall be 9 by 4| by 2| in.^i or specimens of that 
size cut from larger shapes, utilizing as far as 
possible existing plane surfaces. Shapes of 


TABLE V.— NUMBER OF BRICK REQUIRED FOR 
TESTING. 


Test Methods to be Used 

Types of Brick and 
Number Required 
for Testing 


A 

F 

G 

Pyrometric cone equivalent... 

1 

1 

1 

Ixjad test 

2 

2 


Permanent linear change 

6 



Panel spalling 

14 



Modulus of rupture. 


S 

5 

Extra brick®..... 

2 

1 

1 

Total without brick for size variation 

25 ■ 

9 

' 7 : 

Total when size variation is to be ob- 




tained by laboratory^ 

25 

22 

22 


® Extra brick are included so as to provide for those 
which may become damaged or broken in shipment. 

^ Twenty brick are required for size variation but the 
measurements are made on the test brick before they are 
used for any of the other tests. 


24 Seep. 267. 
2s See p. 269, 
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suitable size may . be submitted provided the 
laboratory has facilities for cutting 9-in, brick 
from them. The test specimens shall be se- 
lected at random from each shipment of 50,000 
brick or less. 

Teniaiive remsion, submitted June, 1946. 

Standard Specifications for Refractories 
for Malleable Iron Furnaces with Re- 
movable Bungs and for Annealing 
Ovens (C 63 “ 41) - 

Nm Section,— Add the following as a 
new Section 9, renumbering the subse- 
quent sections accordingly; 

9. Samples for Test. —ThQ number of brick 
required for testing the various types of fireclay 
brick referred to in these specifications is given 
in the accompanying Table VI. The test brick 


TABLE VI.— NUMBER OF BRICK REQUIRED FOR 
TESTING. 


Test Methods to be Used 

Types of Brick and 
Number Required 
for Testing 


H 

11] 

J 

K 

L 

Pyroraetric cone equivalent 

1 

1 

1 

1 

1 

Load test 

2 



2 


Pennanent linear change 

Panel spalling. 

Modulus of rupture. 

6 

U 

5 

6 

6 

6 

Extra brick".,.. 

i 

2 

i 

i 

i 

Total without brick for size vari- i 






ation — 

10 

22 

8 

10 

8 

Total when size variation is to be 






obtained by laboratory" ....... 

22 

22 

22 

22 

22 


® Extra brick are included so as to provide for those 
which may become damaged or broken in shipment. 

^ Twenty brick are required for size variation but the 
measurements are made on the test brick before they are 
used for any of the other tests. 


shall be 9 by 4i by 2| in.^^ or specimens of that 
size cut from larger shapes, utilizing as far as 
possible existing plane surfaces. Shapes of suit- 
able size may be submitted provided the labo- 
ratory has facilities for cutting 9-m. brick 
from them. The test specimens shall be selected 
at random from each shipment of 50,000 brick 
or less. 

Tentativt revision, submitted June, 1946. 


Standard Specifications for Ground Fire 
. Clay as a Mortar for Laying-Bp Fire- 
clay Brick (C 105 - 41) 

New Section,— Add the following new 
Section 7, renumbering the present Seo 
tion 7 as Section 8: 

■ -7. Retests,— Btcmst ■ of variables resulting 
from sampling and the lack of satisfactory repro- 
ducibility in tests conducted by different iabora- 
tories, the material may be resampled and re- 
tested when requested by either the purchaser or 
the manufacturer. This may apply in instances 
when the first test results do not conform to the 
requirements prescribed in these specifications. 
The final result to be used shall be the average 
of at least two sets of results, each of which has 
been obtained by following in detail the specified 
testing procedures. 

Tentatke revision, submitted June, 1944. 

Standard Method of Panel Test for Re- 
sistance to Thermal and Structural 
Spalling of Refractory Brick (CSS- 
45):28 

Section ?. — ChaDge to read as follows: 

7. When the test panel has cooled sufficiently 
so that the brick can be handled, the panel shall 
be carefully dismantled. Each test specimen 
shall be cleaned to free it of the joint-forming 
kaolin and in such a manner as to remove spalls. 
This shall be carried out by the use of an 8- or 
9-in. brick trowel which shall be handled so as to 
provide a brisk scraping action without impacts. 
The movement of the trowel shall be directed 
toward and beyond the spalled face of the brick. 
This operation shall be carried out on the two 
4| by 9-in. faces and the two ends of the brick 
until no additional spalls are removed. No 
attempt shall be made to separate pieces that 
might be removed by prying or tapping. The 
brick shall be reweighed to the nearest 0.05 lb. 
and the loss in weight recorded as percentage 
of the original weight. 

Tentative revision, submitted June, 1946. 

Standard Method, of Panel Test for Re- 
' sistance" to Thermal - and : Structural 
Spalling of High Heat Duty Fireclay 
Brick (C 107-45):*^® 

Section 5 (/). — Change to read as 


See p, in 


2’ See p. 275 
See p. 284. 
See p. 291 
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recommended ; above for Section 7 of 
Standard, Methods C,38~4S/ '. 

Teniaiiiie revision, submitted, Junt, 1946. 

Standard Method of Panel Test for Re- 
sistance to Thermal and Structural 
Spalling of Super Duty Fireclay Brick 
(C 122-45):»> 

Section 5 (f ). — Change to read as 
recommended above for Section 7 of 
Standard Methods C 38 - 45. 

Tentaiive revision, submitted June, 1946 

Standard Method of Panel Test for Re- 
sistance to Thermal and Structural 
Spalling of Fireclay Plastic Refrac- 
tories (C 180-45):^^ 

Section 6 (f), — Change to read as 
follows: 

(/) When the test panel has cooled sufficiently 
so that the brick can be handled, the panel shall 
be carefully dismantled. Each test specimen 
shall be cleaned by removing the joint-forming 
kaolin on the two 4| by 9-in. faces and the two 
ends. This shall be carried out by the use of an 
8- or 9-in. brick trowel which shall be handled 
so as to provide a brisk scraping action without 
impacts. The movement of the trowel shall be 
directed away from the spalled face of the brick 
so as not to remove spalls while scraping off the 
kaolin. After this operation each test brick, and 
any spalls which may have unavoidably been 
removed, shall be weighed to the nearest 0.05 lb. 
The spalls shall then be removed from the brick 
by making use of the trowel in the manner de- 
scribed, with the exception that the scraping 
shall be directed toward and beyond the spalled 
face of the brick. This operation shall be car- 
ried out on the two 4| by 9-in. faces and the two 
ends of the brick until no additional spalls are 
removed. No attempt shall be made to sepa- 
rate pieces that might be removed by prying or 
tapping. The brick shall be rew^eighed to the 
nearest 0.05 lb. which provides, the information 
for calculation of the spalling loss. 

Tentainm revision, submitted June, 1946. 


See p. 293 
See p. 295, 


Standard Method of Test for Workabil- 
ity Index, of Fireclay .Plastic Refrac- 
■ tories.(C 181-"45):3^ ; - 

Section Add a new Paragraph {c) 
covering the mounting for the rammer to 
read as follows: 

(c) Mounting for -The rammer 

shall be mounted on a concrete rectangular 
column measuring at least 8 by 11 in. and 27 in. 
in height. Four i-in. bolts, at least 3 in. in 
length, shall be cast in the top of the column for 
use in holding the rammer, and the space be- 
tween its base and the top of the column shall 
be grouted with cement mortar. The apparatus 
may be placed on the floor and then can be oper- 
ated conveniently from a sitting position. Vari- 
able results may be obtained from the test unless 
a suitable mounting is used for the rammer. 

Tentative revision, submitted June, 1946. 

Standard Method of Test for True Spe- 
cific Gravity of Burned Refractory 

Materials (C 135 -40):^® 

Title , — Delete the word “Burned.” 

Tentative revision, submitted June, 1946, 

Section J.— Change the heading from 
“Test Specimens” to read “Preparation 
of Sample”; also change this section to 
read as follows: 

3. {a) Two pieces of walnut size shall be 
taken from different positions in a solid speci- 
men in such a way as to exclude any part of the 
original exterior surface (skin surface). When 
an average value of specific gravity is desired, 
a composite sample shall be prepared by taking 
pieces in this manner from at least five different 
specimens. 

{b) The pieces shall be crushed between hard- 
ened steel surfaces to a maximum particle size of 
I in. The crushed material shall be thoroughly 
mixed and reduced by quartering to a test sample 
ofSOg. 

(c) If the material submitted for test is al- 
ready crushed or ground, a representative por- 
tion of at least 500 g. shall be thoroughly mixed 
and reduced by quartering to a test sample of 
50 g. 


•i^See p. 299 
«8 See p. 323 
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(d) The entire SO-g. sample, shall be ground- 
In an agate mortar to such fineness that it will ' 
pass a No. 100 (149-microii) A:S.T.M. sieve 
(equivalent to 100 mesh of the Tyler standard 
series). The grinding may be done by hand or 
by means of a mechanical sample grinder so 
constructed as to prevent the introduction of any 
impurity. Any magnetic material introduced in 
the crashing or grinding shall be removed by a 
magnet. Care ' shal be taken in' all stages of 
preparation of the test sample not to exclude 
any portions that are difficult to grind and to 
avoid any selective sampling. 

Tentative rmsion^ submitted June, 1946, 

Section 4 . — ^Replace tlie present Para- 
graphs {c) and (d) of this section by a 
new Paragraph (c) to read as follows: 

(c) Approximately 8 to 12 g. of the sample 
shall be placed in the dry pycnometer; the pyc- 
nometer, stopper, and sample shall be weighed, 
and the weight recorded as weight W. The pyc- 
nometer shall next be filled to one fourth to one 
half of its capacity with distilled water, and the 
water boiled (Note 1) at atmospheric or under 
reduced pressure, for approximately 10 to 15 min. 
After boiling, the pycnometer shall be filled with 
distilled water (Note 2), cooled to room tem- 
perature ^ in a water bath, the stopper inserted, 
excess water from the stopper wiped off, and the 
pycnometer thoroughly dried with a lintless 
towel. The pycnometer and contents shall 
then be weighed and the contents reported as TV's. 

Note 1. — Caution should be exercised during 
the boiling so that it is not sufficiently vigorous 
to cause loss of the sample due to popping. If 
the boiling is done at atmospheric pressure, it is 
advisable to insert with the stopper a thin strip 
of paper before the boiling operation. If re- 
duced pressure is preferred, a suitable method of 
evacuation is described in Section 4(e) of the 
Methods of Test for Specific Gravity of Pig- 
ments (A.S.T.M. Designation: D 153).®^ 

Note 2. — ^The pycnometer should be filled 
so that there is an overflow of water through 
the capillary tube when the stopper is inserted. 
When wiping the excess water from the tip of the 
stopper, it must be done so as not to withdraw 
any water from the capillary tube. Any varia- 
tion in room temperature t when obtaining 
weights W I and W 2 will introduce an appreciable 
error. Therefore, they should be obtained at 
the same temperature within the limits of plus or 


minus 0.5 ,F.- (0.3 C.). The. use of a coiista,iit' 
temperature bath is desirable. 

Tentaiim revision^ submitied June, 1946. 

Standard Definitions, of Terms Relating 

, to Refractories' (C 71 - 46) 

.. .Under, the section on. /inaterM^^ add 
the definitions of three new terms to read 
as follows: 

Fireclay Plastic Refractory.' — A fireclay mate- 
rial tempered with water and suitable for ram- 
ming into place to form a monolithic furnace 
lining that %vill attain satisfactory physical 
properties when subjected to the heat of furnace 
operation. 

Tentative revisiouj submitted March, 1945, 

Air -Setting Refractory Mortar.— -K composi- 
tion of finely ground materials, marketed in 
either a wet or dry condition, which may require 
tempering with water to attain the desired con- 
sistency and 'which is suitable for laying refrac- 
tory brick and bonding them strongly upon dry- 
ing and upon subsequent heating at furnace 
temperatures. 

Fire Clay. — An earthy or stony mineral ag- 
gregate consisting essentially of hydrous silicates 
of aluminum with a low content of fluxes, plastic 
when sufficiently pulverized and wetted, rigid 
when diy, and possessing adequate strength 
■when fired at a sufficiently high temperature. 

Tentative revision, submitted Jmie, 1946. 

Standard Definition of the Term Sand 

(C58~28):^6 

The Tentative Definition of the Term 
Aggregate (C58”- 28T)®^ is intended to 
be added, when adopted, to the present 
Standard Definition C 58“ 28. 

Tentative revision, submitted June, 192*8. 

Standard Specifications for Preformed 

Expansion Joint Fillers for Concrete 
■ - (Nonextrading, and- Resilient, Types): 

(D544“41):38 

Section 1. — Change to read as fol- 
lows by the addition of the italicized 

■ *5 Seep. ,351. 

Seep. 477. 

*^Sccp. 1408. 

»Scep. S34. 


« See p. 999, 
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Words and the omission of those in 
brackets: 

1, .These specifications- cover preformed 
eKpatision joint. fi.llers of the following, [four] 
.fim lypts for use, in concrete^ construction. : The 
, type ^or-, types desired :. shall be specified by the 
purchaser. .■ 

Type 1,'. cork,. ■■'''■ 

.. ' Type II, self^expanding-cork, ' 

Type III, sponge rubber, [and] 

' Type IV,. cork rubber, afjd 

Type F, Utuminous fiber. 

Tentative rmisionj submitted November, 1943. 

Section 2 . — ^Add a new Paragraph (d) 
to read as follows: 

(il) Bituminous Fiber.— This type shall con- 
sist of preformed strips which have been formed 
from cane or other suitable fibers of a cellular 
nature, securely bound together and uniformly 
impregnated with a suitable bituminous binder. 

Tentative revision, submitted November, 1943. 

Section 4."— Change to read as follows 
by the addition of the italicized words 
and figures: 

4. (a) Recovery. — ^The test specimen shall be 
given three applications of a load sufficient to 
compress the material to 50 per cent of its thick- 
ness before test. The load shall be imraediateiy 
released after each application. At the end of 1 
hr. after the third application, the joint shall 
have recovered to at least 90 per cent of its 
thickness before itsi for types 1, 11, III, and IV, 
and to at least 70 per cent of its thickness before 
test for type V. 

(b) Compression. — The load required to 
compress the test specimen to 50 per cent of its 
thickness before test shall not be less than 100 
nor more than 750 psi. For bituminous fiber 
joint filler {type V), the material after compression 
shall not show a loss of more than 3 per cent of its 
original weight. .■ 

{c) Extrusion, — ^The test specimen shall be 
compressed to 50 per cent of its thickness before 
test with three of the edges restrained. The 
amount of extrusion of the free edge shall not 
exceed 0.25 in. 

(d) Expansion.”— In the case, of self-expanding ■ 
cork (type. II): expansion joint filler only, the test 
specimen .after, being immersed, in boiling water 
for 1 hr. shall have a. final thickness not less than 
140 per cent of the thickness before test, ■ Dis-' 
coloration of the water shall not be considered 
an indication of failure. , 


(e) Boiling in Hydrochloric Acid.— In the 
case of cork and self-expanding cork (types I 
and II) expansion joint fillers only, the test 
specimen when boiled for 1 hr. in hydrochloric 
acid. (sp. gr. 1,19) shall show no evidence 
of disintegration. Discoloration, or a small 
amount of swelling shall not be considered as 
failure. 

(/) Weathering Test.— A weathering test 
may be conducted in accordance with the pro- 
cedure specified in Section 8. Test specimens 
shall show no evidence of disintegration when 
subjected to the specified weathering test. 
Delamination or separation of the fiber structure in 
type V shall be considered disintegration. Test 
specimens which have been subjected to the 
weathering test may be required to meet the 
requirements for recovery, compression, and 
extrusion specified in Paragraphs {a), (6), and (c). 

(g) Penetration of Recovered Bitumen. — The 
penetration at 25 C. of the bitumen recovered from 
the bituminous fiber joint filler {type V) shall be 
between 25 and 100. 

(^) Bitumen Content.— The bitumen content 
of the bituminous fiber filler {type V) shall be at 
least 35 per cent by weight. 

Tentative revision, submitted November, 1943. 

Standard Methods of Testing Preformed 
Expansion Joint Fillers for Concrete 

(Nonextruding and Resilient Types) 
(D 545 -41):^ 

Section i.— Change to read as follows 
by the addition of the italicized words: 

1. These methods cover the following tests 
for preformed expansion joint fillers for con- 
crete: expansion in boiling water, recovery, 
compression, extrusion, boiling in hydrochloric 
acid, weathering, penetration of recovered bitu- 
men, and bitumen content. The recovery, com- 
pression, and extrusion tests shall be performed 
at a laboratory room temperature of 70 F. 
(21 C.) or above. 

Tentative revision, submitted November, 1943. 

Section 2 (a).— Change to read as. 
follows by the addition of the italicized 
words: 

2. {a) In the case of cork, sponge rubber, 
cork rubber, and bituminous fiber (types I, III, 
IV, and F) expansion joint fillers only, five 
specimens for test shall be cut from each sample, 

«»Seep.,54i. 
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Each test spedmea shalTbe freshly and squarely 
cut using a metal plate 4 by 4 in. as a cutting 
template. The metal template shall be ma- 
chined from l-in. plate to fit the extrusion 
mold described in Section 5 (b ) . The template 
shall fi.t the mold within minus 0.005 in. in length 
and minus 0.005 'in. in width. ■ 

TentaHve remwns submitted November ^ 1943, 

Section 4 (a).— Change to read as 
follows by the addition of the italicized 
words: 

4. Recovery and Compression, and Loss of 
Bitumen During Compression: (a) Test Speci- 
mens.— One of the test specimens prepared as 
described in Section 2 (a) (or one of the expanded 
specimens prepared as described in Section 2 (b) 
in the case of self-expanding cork, type II) shall 
be used for these tests. In the case of cork, 
sponge rubber, cork rubber, and bituminous fiber 
(types I, III, IV, and V) expansion joint filers, 
these tests shall be made on specimens of the 
material as received. However, if the cork filler 
(type I) fails to meet the requirements specified, 
<ieck tests shall be made on specimens which 
have been immersed in water for 24 hr. and 
subsequently air dried for 24 hr. Acceptance 
shall be based on the results of these check tests. 

Tentative revisioUf submitted November ^ 1943, 

Section 5 (a ), — Change to read as 
follows by the addition of the italicized 
words: 

5. (a) Test Specimens. — One of the test speci- 
mens prepared as described in Section 2 {a) 
(or one of the expanded specimens prepared as 
described in Section 2 (b) in the case of self-ex- 
panding cork, type II) shall be used for this test. 
In the case of cork, sponge rubber, cork rubber, 
and bituminous fiber (types I, IH, IV, and V) ex- 
pansion joint fillers, these tests shall be made on 
specimens of the material as received. However, 
if the cork filler (type!) fails to meet the require- 
ments of the specifications, check tests shall be 
made on specimens which have been immersed 
in water for 24 hr. and subsequently air dried 
for 24 hr. Acceptance shall be based on the 
results of these check tests. 

Tentative revision^ submitted November, 1943. 

New Sections , — ^Add new Sections 
8 and 9 on penetration of recovered 
bitumen and bitumen content to read 
as follows: 


8. Penetration of Recovered Bitumen,— {a) 
A 150 to 200-g. sample of the joint filler shall be 
accurately weighed to the. nearest 0.1 g., broken 
up, and placed ■ in a centrifugal extractor.^ 
Pure benzene shall then be added in sufiScient 
quantity to saturate the sample which shall then 
be allowed to soak for 30 min. to dissolve the 
bitumen. The bitumen-benzene solution shall 
be extracted by centrifuging the sample. Sev- 
eral successive washes of pure benzene shall be 
added to the centrifuge bowl until the extracted 
solvent is not discolored, and all the bitumen 
saturant has been removed from the fiber joint 
filler. 

Q)) The bitumen-benzene solution and the 
washings shall be collected in a 2-1. round- 
bottom, heat-resistant glass flask, and distilled 
over an oil bath with a water-cooled condenser 
for condensing the benzene vapors. The distil- 
lation shall be continued until the bitumen- 
benzene solution is concentrated to approxi- 
mately 200 ml. The distillation shall be stopped 
at this point, the residue poured into a 300-mL 
distillation flask, and distilled to 360 C. in 
accordance with the Standard Method of Test 
for Distillation of Cut-Back Asphaltic Products 
(A.S.T.M. Designation: D 402). **2 

{c) The penetration under 100-g. load for 5 
sec. at 25 C. (77 F.) of the recovered bitumen 
from the distillation described in Paragraph (5) 
shall be determined in accordance with the 
Standard Method of Test for Penetration of 
Bituminous Materials (A.S,T.M. Designation: 
D5).« 

9. Bitumen Content.~Th.t fiber residue after 
the extraction of the bitumen in accordance with 
Section 8 (a) shall be dried to constant weight 
and the bitumen content determined by differ- 
ence, expressed as a percentage by weight of the 
original sample. At the option of the purchaser, 
the bitumen content shall be determined on 
samples after they have been heated in a con- 
stant-temperature oven at 163 C. for a period of 
3hr. 

Tentative r&dsion, submitted November, 1943. 

Standard Method of Mechanical Anal- 
ysis of Soils (D 422 -39) :^^ 

Section 6 (&).— Change to read as 
follows by the addition of the italicized 
words: 

(5) At the conclusion of this shaking the 

A Rotarex type extractor is suitable for this purpose. 

« Pyrex glass is satisfactory for this purpose. 

« Seep. 579. ' ' 

« See p. 600. 

** Seep. 652. 
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time shall be recorded, the graduate placed in 
the bath, and readings taken with the hydrom- 
eter at the end of both 1 and 2 min. The hy- 
drometer shall be read at the top of the meniscus 
formed by the suspension around its stem. If 
hydrometer A or the streamlined hydrometer 
graduated in grams of soil per liter of suspension 
is used, it shall be read to the nearest 0.5 g. per 
liter. Hydrometer B shall be read to the near- 
est 0.0005 specific gravity. Subsequent read- 
ings shall be taken at intervals of 5, 15, 30, 60, 
250, and 1440 min. after the beginning of sedi- 
mentation. Readings on the thermometer 
placed in the constant temperature bath shall 
be made coincidentally with the hydrometer 
readings and recorded. 

Tentative revision^ submitted August, 1943. 

Section 14 —Add the following to this 
section as an alternative report: 

Alternative Report . — ^The results of complete 
mechanical analyses furnished by the combined 
sieve and hydrometer analyses shall be reported 
as follows: 

Sieve Analysis 

Sieve Size Percentage Passing 

2-ia 

13 ^in 

1-m 

gt:;::-::::;:;:;::::;:::::::;:;; 

No. 4 (4760-nucron) 

No. 10 (2000-micron) 

No. 40 (420-micron) 

No, 60 (250-micron) .... 

No. 200 (74-micron) 

Hydrometer Analysis 

Size of Particle Percentage 

Smaller Tnan 

O.OS mm 

0.005 mm. 

0.001 mm 

For materials examined for any particular 
type of work or purpose, only such fractions 
shall be reported as are included in the specifica- 
tions or other requirements for the work or 
purpose. 

Tentative revision, submitted August, 1942. 

Standard Specifications for Titanium 
Dioxide Pigments (D 476 - 41) 

The Tentative Specifications for Tita- 
nium Dioxide Pigments (D 476- 46 T)^® 
are intended to replace, when adopted, 
the present Standard Specifications 
D' 476 -41. 

Tentative tevisum, submitted June, 1946. 

« Seep. 873. 

«6Seep. l.*^38. ' 


Standard Specifications for C. P. Zinc 
■ Yellow (Zinc Chromate) (B.478-4l):'‘^ 

Title . — Omit the abbreviation P. •’ 

from the title. 

Tentative revision, submitted September, 1946. 

Section 1 . — Change to read as follows: 
'‘These specifications cover the pigment 
commercially known as zinc yellow (zinc 
chromate). 

T entative revision, submitted September, 1 946. 

Section Z. (a).— Change to read as 
follows: 

2. {a) Dry Pigment. — The pigment shall be a 
reaction precipitate of soluble chromates and a 
suitable zinc compound and shall be free of 
extenders, carbonates, and organic color in any 
form. The pigment shall conform to the follow- 
ing requirements: 


Zinc (calculated as ZnO), per 

Type I 

Type 11 

cent... 

Chromium (calculated as 

35 to 40 

35 to 40 

CrOs), min., per cent. .... 
Sulfates (calculated as SOs), 

41 

41 

max., percent 

Chlorides (calculated as Cl), 

0.20 

d.O*' 

max., per cent 

Alkaline salts (calculated as 

0.10 

0.8° 

K 2 O), max., per cent. .... 
Combined water, max., per 

13.0 

13.0 

cent. 

Matter insoluble in acetic 
acid (1:9) at 80 C., max., 

8.0 

8.0 

percent. 

Moisture and other volatile 

0.3 

0.3 . 

matter, max,, per cent — 
Coarse particles (total residue 
retained on No. 325 (44- 
micron) sieve), max., per 

1.0 

1.0 

cent. . . ................ 

1.0 

I.O 


« The maximum percentages of sulfates or chlorides 
given in the table for type II pigment apply if only one 
or the other is present (for this purpose amounts of less 
than 0.05 per cent shall be disregarded) . If both sulfates 
and chlorides are present, the sum of the percentages of 
each divided by its respective ma.ximum permissible per- 
centage (3.0 for SOa and 0.8 for Cl) shall nal exceed 1.0, 
For example, if a sample contains 1.8 per cent SOj (0.6 
of the ma.ximum for sulfates) and 0.3 per cent chlorides 
(0.4 of the maximum for chlorides), the sample just con- 
forms to the maximum requirements of the specifications 
in this respect. 

Tentative revision, submitted September j 1946. 



1712 


Tektative Revisions of ' A.S.T.M. ■ Standards^ Parx' II 


Section ^ (J) — Delete this paragraph 
and reletter the present Paragraph {c) 
as (6). 

Tentative revision, submitied Septemher 1946, 

Standard Methods of Chemical Analysis 
. of White 'Figments (B 34~39) :^^ . ■/ 

Section J4.“Change the seventh sen- 
tence to read as follows by the addition 
of the italicized words and figures: 

Wash out a Jones redactor, having a zinc 
column of at least 45 cm, in length and 1.9 cm, in 
diameter with diluted H2SO4 (1 : 19) and water, 
leaving sufficient water in the reductor to fill 
to the upper level of the zinc. 

Change footnote 14 to read as follows: 

Directions for preparing a Jones reductor 
may be found in Hillebrand and G. E. F. Lun- 
dell, Applied Inorganic Analysis” (1929), p. 
100 . 

Tentative revision, submitted August, 1945, 

Standard Methods of Sampling and 
Analysis of Shellac (D 29-40):^® 

The Tentative Method of Test for 
Color of Orange Shellac (D 29 - 41 T)®® 
is intended to be added, when adopted, to 
the present Standard.Methods D 29 - 40. 

Tentative revision, submitted June, 1941. 

Standard Specifications and Tests for 
Soluble Nitrocellulose (D 301 - 33);®^ 

Sections 5 and 6. — Change to read as 
follows: 

5. Apparatus, — Use the du Pont Nitrometer 
which is illustrated in Figs. 1 to 4. Figure 2(Jb) 
shows the universal measuring tube, although 
the nitrocellulose measuring tube shown in Fig. 
2{a) is preferable for testing nitrocellulose. If 
desired, both measuring tubes may be included 
in the assembly, by replacing the three-way 
glass manifold with a four-way manifold. 

Procedure 

Note. — The cellulose acetate mask described 
in Section 7 id) must be worn during the genera- 


« See p. 955, 
^9 See p. 1046. 

See p. 1569. 
« See p. 1086. 


tion.and measurement of the gas as a: precaution 
in ease of an e3EpIosion. 

6. {a) Calibrate the measuring tube ac- 
curately in the usual manner, using mercury as 
the calibrating liquid. 

(b) Standardize the apparatus using c.p. 
KNO 3 recrystallized twice from distilled water, 
ground to pass a No. 100 (149-micron) sieve and 
dried for 2 to 3 hr., at 135 lO' 150 C., Fill' the 
compensating, measuring, and reaction tubes 
and their connections with mercury. Run 20 to 
30 ml. of H2SO4 (A.C.S. analytical grade, 94.5 ± 
0.5 per cent) into the reaction bulb through the 
cup at the top and admit about 210 ml. of air. 
Close the stopcocks, shake the bulb well, and 
allow to stand overnight. This desiccates the 
air which is then run into the compensating tube 
until the mercury is about on a level with the 
12.50 per cent mark on the measuring tube, the 
two tubes being held at the same height. Then 
seal the compensating tube using a small, blow- 
pipe flame. Place 0.9 to 1.0 g. of the KNO3 in a 
weighing bottle and weigh the latter accurately. 
Then transfer the RNO3 to the cup of the reac- 
tion bulb and weigh the weighing bottle to ob- 
tain the weight of sample used. Add 1.0 ml. of 
water and stir the mixture in the cup with a small 
glass stirring rod to liberate the entrained bul)-' 
bles of air; work the undissolved crystals into the 
lower part of the cup keeping them below the 
surface of the solution. It is not necessary that 
the nitrate dissolve before drawing it into the 
reaction bulb. Make sure the lower stopcock is 
open, then admit the mixture to the bulb by a 
series of quick openings of the upper stopcock, 
in the meantime keeping the crystals below the 
surface of the liquid. In this way, all but a 
small amount of the nitrate may be run into the 
bulb. Rinse the cup with a second 1.0-ml. 
portion of water, then repeat with a third 1.0-ml. 
portion (3 ml. in all) . This should be sufficient 
to dissolve all remaining particles of nitrate in 
the cup. Transfer 25 ml. of the H2SO4 (94.5 
0.5 per cent), divided in several portions, to the 
cup, and subsequently to the bulb by lowering 
the reservoir slightly and opening and closing the 
upper stopcock, care being taken that no air 
enters even the bore hole in the stopcock. 
There must always be a slight suction when in- 
troducing the sample, the wash w^ater and the 
acid, but never enough to cause air to be sucked 
into the reaction bulb. The quantities of water 
and H2SO4 used should be constant. Then with 
the bottom stopcock still open, lower the reser- 
voir bulb to give reduced pressure in the reaction 
bulb and gently shake the reaction bulb to start 
the decomposition. After the evolution of NO 
has become slow (it is extremely important that 
the bottom stopcock be left open until the major 
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part. of ;t!ie. decomposition lias occurred;. other-' 
wise, sudden , evolution . of gas . will burst the 
bulb, scattering acid and glass) lower,.tlie .reser- 
voir, bulb until a.ll but 25 ml of .the mercury in 
the reaction bulb is, withdrawn/close the bottom 
stopcock, and shake the..re.aGtion bulb' vigorously 


theoretical percentage , of nitrogen in KNO$) if 
an exactly 1.0000-g. sample was used, or a pro- 
portional reading if less was used. Paste a strip 
of paper on the compensating tube at the level 
of the mercury and the standardization is com- 
pleted. It is advisable to make several check 


LONG GRADUAL TAPER 
MUST SLOPE AS shown; 





IMPORTANt 


HO TAPER 



Fig. .1.— Reaction Bulb. 


for 5 min. When the reaction is completed allow determinations, preferably on different days, 
the gas to cool for 20 min. then transfer the gas to insure accurate standardization. Determina- 
to the measuring tube. By means of the level- tions should check within plus or minus 0.01 
ing device make careful adjustment of the percent. 

mercury levels so that the mercury in the meas- (c) Dry the soluble nitrocellulose as for the 
uring tube Is at the 13.85 per cent mark (the ash determination described in Section 4 and 
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place , a sample ^ of LO to 1.2 ,g. in a weigMng 
bottle. , Dry at 100 to 105 C,, stopper, cool in a 
desiccator, , and weigh' accurately. When the 
sample has been dried to constant weight (1 to 
IJ hr. usually suffices), transfer it to the cup of 
the. decomposition bulb, then reweigh the empty 


ing the level of the mercury in the reading tube 
to the mark on the compensating tube. The 
reading divided by the weight of sample gives the 
percentage nitrogen. 

Tentative revision ^ submitted June, 1946 . 
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Fig. 2. — Copper Bath for Stability Test. 


bottle to get the weight of the sample by differ- 
ence. Add 5 to 10 ml. of H 2 SO 4 (94.5 zt 0.5 
per cent) to the cup and stir the mixture with a 
small stirring rod. Lower the mercury reservoir 
and then, afler making certain that the lower 
stopcock is open, draw the mixture in by opening 
the upper stopcock. Take care that no air is 
drawn in. Rinse the cup of the decomposing 
bulb several times with H2SO4, using a total of 
25 mi. for dissolving and rinsing. Complete the 
determination in accordance with the procedure 
described in Paragraph {h) for standardization of 
the apparatus, and take a reading after adjust- 


Fig, i.— Replace the present Fig. 3 
with the accompanying Fig. L 

Tentative revision, submitted June, 1946. 

Sections 7, 8^ and 9 . — ^^Change to read 
as foEows: 

7. The apparatus shall consist 

of the following: 

(a) &<r^^.-^Copper bath with copper or 

brass condenser, as shown in Figs. 5 and 6 . 
These baths are usually made to hold 13 to IS 
test tubes. To aid in heat transfer, add 15 to 25 
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ml, of mineral oil to each copper well, in order to 
fill the space between the glass tube and the well. 
To maintain the bath at a temperature of 134.5 
± 0.5 C. 5 fill to within 3 in., of the top with a 
mixture consisting of 10 parts of a, commercial 
ethylene glycol solution (automobile radiator 
antifreeze containing a corrosion inhibitor) and. 
one part , of water. Adjust by adding more 
glycol or water until the desired temperature is 
reached. 

{b) Test Tubes,— 'Fiitem heat-resistant glass’'**'* 
tubes, with an outside diameter of 18 mm,, a wall 
thickness of 1.5 mm., and a length of 290 mm. 

(c) Heater —An electric hot plate for heating 
the bath. 

(d) Face Mask. — A face mask, so constructed 
that a heavy piece of clear cellulose acetate 
sheeting protects the face. 

(e) Gloves. — A pair of heavy gloves. 

(/) Fincers. — Long pincers for handling the 
test tubes. 

(g) Thermometer.'- An A.S.T.M. Stability 
Test Therm omctei having a range of 130 to 
140 C. and confoiniing to the requirements for 
thermometej 26('“--42 as jn escribed in the 
Standard Spe<'iiications lor A.S.T.M. Ther- 
mometers (A S.T.M Designation: E 1). The 
thermometer .should l)e litte<l with a cork stopper 
and placed in an emjjty glass tube in the bath. 

{h) Methyl Violet Te'it Paper 

8. Procedure - ~{a) (ionduct the test in a room 
that is free of acid fumes. Dry nitrocellulose is 
very inilamma!>le and if ignited by fire, spark, or 
static electricity will fiare up and shatter the test 
tube. It is important, therefore, that the 
operator wear the cellulose acetate mask and 
heavy gloves and that the tulies be handled with 
long pincers, 

(^) Dry the sample overnight at room tem- 
perature followed by 30 min. at 40 to 45 C., or 
dry the wet material at 40 to 45 C. for a period 
of 4 to 5 hr. Weigh duplicate samples of 2.5 ± 
0.1 g. into test tubes and press the samples down 
so that they occupy the lower 2 in. of the tubeSj 
then swab out ail nitrocellulose particles ad- 
hering to the inside wall of the tubes. Crease 
a piece (20 by 70 mm.) of normal methyl violet 
test paper for one-half its length, then insert 
in the tube with the uncreased portion down- 
ward, until the lower edge is 1 in. above the 
top of the sample. The paper must remain in 
this position throughout tlie test. Stopper the 
tube with a cork provided with a hole or notch 4 

mm. in diameter. Place the tube, without 
jarring, in the heating batli maintained at 134.5 
db 0.5 C.' Beginning at the end of the first, 20 

Pyrex glass is satisfactory for this purpose. 

*>3 See p. 1220. . 

The normal methyl violet test papers should be 
secured from the Naval Powder Factory, Indian Head, 
Maryland. , 


min., inspect the tube at 5-min. intervals by 
lifting the tube until the methyl violet paper, 
but not the nitrocellulose, is visible above the 
surface of the bath. The endpoint is reached 
w^hen the entire test paper changes in color to 
salmon pink. For example, if the color is not 
completely changed at 20 min. but is completely 
changed at 25 min., record the stability of the 
sample as 25 min. 

Tent alive revision ^ submitted June, 1946. 

Figure 5 . — Replace the present Fig. 5 
with the accompanying Fig, 2. 

Tentative revision, submitted June, 1946. 

Table I . — ^Delete the reference to “No. 
5’’ in the requirements for 188-190 proof 
denatured alcohol. 

Tentative revision, submitted June, 1946. 

Standard Methods of Sampling and 

Testing Lacquer Solvents and Diluents 

(D 268 -46) -AS 

The Tentative Method of Test for 
Ester Value of Tricresyi Phosphate 
(D 268 - 46 is intended to be added, 
when adopted, to the present Standard 
Methods D 268 - 46. 

Tentative revision , .submitted June, 1946. 

Standard Method of Test for Consistency 

of Exterior House Paints and Enamel- 

Type Paints (D 562 - 44) 

Section 4 . — Change the first three sen- 
tences to read as follows by the addition 
of the italicized words and the omission 
of those in brackets: 

Thoroughly mix the sample of paint and 
strain it into [the] a 1-pt. container [and allow 
the paint to stand over 12 to 24 hr.]. Bring 
the temperature of the sample to 25 =fc: 0.25 C, 
and maintain it at that temperature during the 
test. Allow a minimum of 1 hr. to elapse between 
the time the paint is strained and the test is begun. 
Stir the paint carefully, to avoid entrapping air, 
and then place the container on the platform of 
the viscosimeter so that the paddle-type rotor 
is immersed in the sample Just to the mark on 
the shaft of the rotor. 

Tentative revision, submitted August, 1945. 

55 Seep. 1105. 

55 Seep. 1575. 

57'See p. 1154. 
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Standard Metkod of Test for Acid Num- 
ber of ■ Rosin (D 465 - 42) 

The Tentative Method of Test for 
Acid Number of Dark Rosin (D 465 ~ 
45 T)^® is intended to be added, when 
adopted, to the present Standard Method 
D465-42.' 

TenMive temsion, suhnitied August, 1945. 

Standard Methods of Fire Tests of Build- 
ing Construction and Materials 
, (El 19-41) 

Section 2— Add the following at the 
end of Section 2 after the time-tempera- 
ture table: “For a closer definition of 
the time-temperature curve see the Ap- 
pendix/^ 

Tentative revision, submitted June, 1946. 

Section 5 —Change to read as follows 
by the addition of the italicized words 
and the omission of those in brackets: 

5. {d) Results shall be reported in accord- 
ance with the performance in the tests pre- 
scribed in these specifications. They shall be 
expressed in time periods of resistance [as for 
example 4 hr., J hr., etc.], to the nearest integral 
minute. 

Add the following new Paragraph (J) : 

ih) Where the indicated resistance period is J 
hr. or over and determined by the average or 
maximum temperature rise on the unexposed 
surface or within the test sample, or by failure 
under load, a correction shall be applied for vari- 
ation of the furnace exposure from that pre- 
scribed by multiplying the indicated period by 
two thirds of tlie difference in area between the 
curve of average furnace temperature and the 
standard curve for the first three fourths of the 
period and dividing the product by the area be- 
tiveen the standard curve and a base line of 68 F. 
(20 C.) for the same part of the indicated period, 
the latter area increased by 54 Fahr.-hr. or 30 
Cent.-hr. (3240 Fahr.-min, or 1800 Cent.-min,), 
to compensate for the thermal lag of the furnace 
thermocouples during the first part of the test. 
For fire exposure in the test higher than stand- 
ard, the indicated resistance period shall be in- 
creased by the amount of the correction and be 
similarly decreased for fire exposure below 
standard (Note). 

58 Seep. 1199. 

59 Seep. 1617. 

60 Seep. 1203. 


Note.- — ^T he correction can be expressed by 
the following formula: 

C == 2J(A -■ A,) , 

3(4® -f- X) 

where: 

C = correction in the same units as I, 

I = indicated fire-resistance period, 

A = area under the curve of indicated average 
■ furnace temperature for the first three 
quarters of the indicated period, 

4« = area under the standard furnace curve for 
the same part of the indicated period, 
and 

L = lag correction in' the same units as, 4 and 

A,. 

Tentative revision, submitted June, 1946. 

New Sections.— Add the following new 
Sections 19 to 23, renumbering the sub- 
sequent sections accordingly: 

Alternate Test tor Structural Steel 
Columns 

19. General— This test procedure does not 
require column loading at any time and maj^ be 
used at the discretion of the testing laboratory 
to evaluate steel column protections that are not 
required by design to carry any of the column 
load. 

20. Size and Character of Sample. — {a) The 
size of the steel column used shall be such as to 
provide a test specimen which is truly repre- 
sentative of the design, materials and workman- 
ship for w^hich classification is desired. The pro- 
tection shall be applied according to the methods 
of acceptable field practice. The length of the 
protected column shall be at least 8 ft. The 
column shall be vertical during application of the 
protection and during the fire exposure. 

(&) The applied protection shall be restrained 
against longitudinal temperature expansion 
greater than that of the steel column by rigid 
steel plates or reinforced concrete attached to 
the ends of the steel column before the protec- 
tion is applied. The size of the plates or amount 
of concrete shall be adequate to provide direct 
bearing for the entire transverse area of the 
protection. 

{c) The ends of the specimen, including the 
means for restrainst shall be given sufficient ther- 
mal insulation to prevent appreciable direct heat 
transfer .from the furnace. 

21. Temperature Measurement.— The, tem- 
perature of the steel in the column shall be meas- 
ured by at least three thermocouples located at 
each of four levels. The upper and lower levels 
shall be 2 ft. from the ends of the steel column, 
and the other two intermediate levels shall be 
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TABLE VII.— STANDARD TIME-TEMPERATURE CURVE FOR CONTROL OF FIRE TESTS. 


.Time 

Temperature., 
deg. Fahr. 

Area Above 68 F. Base 

Temperature, 
deg. Cent. 

Area Above 20' C. Base , 

hr.riiiln. 

deg. Fahr.” 
min. 

deg. Fahr.~hr. 

deg. Cent.- 
min. 

deg. Cent.~hx. 

0:00 

■ 68 

00 

0 

20 

00 

■■ .'.0 

0:OS . 

1 000 

2 330 

39 

538 

1 290 

"22 

.. 0:10 

1300 

7 740 

129 

704 

4 300 

72 

0:15 

1 399 

14 ISO 

236 

760 

7 860 

. 131 

0:20 

1 462 

20 970 

350 

795 

11 650 

194 

0:25 

1 510 

28 050 

468 

821 

IS 590 

. 260 ■, , 

0:30 

1 550 

35 360 

589 

843 

19 650 

328 

0:35 

i 584 

42 860 

714 

862 

23 810 

397 

0:40 

1 613 

50 510 

842 

878 

28 060 

468 

0:45 

1 638 

58 300 

971 

892 

J 32 390 

540 

0:50 

1 661 

66 200 

1 103 

905 

36 780 

613 

0:55 

1 681 

74 220 

1 237 

916 

41 230 

687 

1:00 

1 700 

82 330 

1 372 

927 

45 740 

762 

1:05 

1 718 

90 540 

1 509 

937 

50 300 

838 

1:10 

1 735 

98 830 

1 647 

946 

54 910 

915 

1:15 

1 750 

107 200 

1 787 

955 

59 560 

993 

1:20 

1 765 

115 650 

1 928 

963 

64 250 

1071 

1:25 

1 779 

124 180 

2 070 

971 

68 990 

1 150 

1:30 

1 792 

132 760 

2 213 

978 

73 760 

1229 

1:35 

1 804 

141 420 

2 357 

985 

78 560 

1 309 

1:40 

1 815 

ISO 120 

2 502 

991 

83 400 

1 390 

■ 1:45 

1 826 

158 890 

2 648 

996 

88 280 

1 471 

1:50 

1 835 

167 700 

2 795 

1 001 

93 170 

1553 

1:55 ' 

1 843 

176 550 

2 942 

1 006 

98 080 

1635 

2:00 

1 850 

185 440 

3 091 

1 010 

103 020 

1 717 

2:10 

1 862 

203 330 

3 389 

1 017 

112 960 

1 882 

2:20 

1 873 

221 330 

3 689 

1 024 i 

122 960 

2 049 

2:30 

1 888 

239 470 

3 991 i 

1 031 

133 040 

2 217 

2:40 

1 900 

257 720 

4 295 

1 038 

143 180 

2 386 

■2:50 

1 912 

276 110 i 

4 602 i 

1 045 

153 390 

2 556 

3:00 

1 925 i 

294 610 

4 910 

1 052 

163 670 

2 728 

3:10 

1 938 ' 

313 250 

5 221 

1 059 

174 030 

2 900 

3:20 

1 950 

332 000 

5 533 

1 066 

184 450 

3 074 

3:30 

1 962 

350 890 

5 848 1 

1 072 

194 940 

3 249 

•3:40 

1 975 

369 890 

6 165 ! 

1 079 

205 500 

3 425 

3:50 

1 988 

389 030 

6 484 

1 086 

216 130 

3 602 

4:00 

2 000 

408 280 

6 805 1 

1 093 

226 820 

3 780 

^ .,4:10 

2 012 

427 670 

7 128 ' 

1 100 

237 590 

3 960 

4:20 

2 025 

447 180 

7 453 

1 107 

248 430 

4 140 

4:30 

2 038 

466 810 

7 780 

1 114 

259 340 

4 322 

4:40 

2 050 

486 560 

8 110 

1 121 

270 310 

! 4 505 

4:50 

2 062 

506 450 

8 441 

1 128 

281 360 

i 4 689 

5:00 

2 075 

526 450 

8 774 

1 135 

292 470 

4 874 

S:10 

2 088 

546 580 

9 110 

1 142 

303 660 

5 061 

5:20 

2 100 

566 840 

9 447 

1 149 

314 910 

5 248 

5:30 

2 112 

587 220 

9 787 

1 156 

326 240 

5 437 

5:40 

2 125 

607 730 

10 129 

1 163 1 

337 630 

S 627 

5:50 

2 138 

628 360 

10 473 

1 170 

349 090 

5 818 

6:00 

2 150 

649 120 

10 819 

t 177 

360 620 

6 010 

6:10 

2 162 

670 OOO 

11 167 

1 184 

372 230 

,6 204 

6:20 

2 175 

691 010 

•11 517 

1 191 1 

383 900 

6 398 

6:30 

2 188 

712 140 

11 869 

1 198 i 

395 640 

6 594' ■ 

6:40 

2 200 

733 400 

12 223 

1 204 

407 450 

6 791 

6:50 

2 212 

754 780 

12 580 

1 211 

419 330 

6 989 

7:00 

2 225 

776 290 

12 938 

1218 

431 270 

7 188 

7:10 

2 238 

797 920 ' 

13 299 

1 225 

443 290 

7 388 

7:20 

2 250 

819 680 

13 661 

1 232 

455 380 

7 590 

7:30 

2 262 

841 560 

14 026 

1 239 

467 540 

7 792 

7:40 

2 275 ' 

863 570 

14 393 

1 246 

479 760 

7 996 

7:50 

2 288 

885 700 

14 762 

i 253 

492 060 

8 201 

8:00 

2 300 

907 960 

15 133 

1 260 

504 420 

8 407 
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equally spaced. The ' thermocouples at each 
level shall be so placed as to measure significant 
temperatures of the component elements of the 
steel section. 

22. Exposure k7 Fire. — During the fire en- 
durance test the specimen shall be exposed to 
fire on all sides for its full length. 

23. Cofiditdons of Acceptance. — The test shall 
be regarded as successful if the transmission of 
heat through the protection during the period of 
fire exposure for which classification is desired 
does not raise the average (arithmetical) tem- 
perature of the steel at any one of the four levels 
above 1000 F., or does not raise the temperature 
above 1200 F. at any one of the measured points. 

Tentative revision^ submitted June j 1946. 

Section 21 (J). — Change to read as 
follows by the addition of the italicized 
words and the omission of the word in 
brackets: 

(p) The construction shall have sustained the 
applied load during the fire and hose stream test 
as specified in Section 9, without passage of 
flame, of gases hot enough to ignite cotton waste, 
or of the hose stream [and]- After cooling, but 
within 72 hr. after completion of the hose 
stream test, floor specimens shall sustain a total 
load equal to the dead load plus twice the super- 
imposed load specified above. 

Tentative revision^ submitted June, 1946. 

New Sections.— Add the following new 
vSections 27 to 29, renumbering the sub- 
sequent sections accordingly: 

Tests of Ceiuing Constructions 

27. Size of Sample. — The area exposed to fire 
shall not be less than 180 sq. ft. with neither 
dimension less than 12 ft. and the ceiling surface 
at its edges shall be in contact with the test 
furnace structure. 

28. Test Sample and Enclosure.—Thoi test 
ceiling construction shall include all the struc- 
tural members and details including hangers, if 
any, but shall not include walkways. Above 
the ceiling during the test, shall be provided a 
tight enclosing construction with flat roof placed 
with the lower edge of its supports not more than 
vlO in. above the ceiling joists. The top of the 
enclosure shall be made of cement-asbestos 
board J in. in thickness under asbestos mill- 
board i in. in thickness, and the side walls of 
S-in. common brick, or it shall be of a construc- 
tion having equivalent heat conductivity and 
heat capacity. Where use of the ceiling under a 
combustible construction is contemplated, at 


least five l-in. pine boards, each having an area 
of 2 sq. ft. shall be attached to the top of the 
enclosure under which the exposed surface tem- 
peratures can be measured. 

29. Conditions of Acceptance. — The test shall 
not be regarded as successful unless the following 
conditions are met: 

{a) The ceiling shall have withstood the fire 
endurance test without the passage of flame or 
ignition of combustible members or materials 
forming part of the construction above the 
ceiling as evidenced by glow or flame. 

{b) Transmission of heat through the ceiling 
during the fire endurance test shall not have 
been such as to raise the average temperature 
above the test ceiling more than indicated in the 
following items (i), (2) and {3). The limiting 
temperatures shall be the average of those taken 
at not less than five points, one of which shall be 
approximately at the center, and four at approxi- 
mately the centers of the quarter sections. 

(1) With combustible supports or other 
combustible material in contact with the 
ceiling, the temperature increase at the points 
of contact shall not exceed 250 F. 

(2) With combustible supports or other 
combustible material not in contact with the 
ceiling, the temperature increase on the sur- 
face of any combustible members or combus- 
tible material adjacent to the ceiling shall not 
exceed 250 F. The temperature on the ex- 
posed surface of combustible members not in 
contact with the ceiling shall be measured 
under a sheet of mica approximately 0.002 in. 
in thickness. 

(5) With no combustible material above 
the ceiling construction, the average tempera- 
ture measured on the lower surface of the 
main structural supporting members (beams 
or slabs) shall not exceed 1200 F. and the aver- 
age temperature of the top and bottom of the 
beams, when used, shall not exceed 1000 F. 

Tentative revision, submitted June, 1946. 

AppeMdix.— Add as an Appendix the 
accompanying Table VII. 

Tentative revision, submitted June, 1946. 

Standard Specifications for A. S. T. M. 
Thermometers (El -46):^® 

The Tentative SpecifiLCations for A.S. 
.,.T.M. Thermometersv (E l'-^ 46T)®^ are 
intended to be added, when adopted to 
the present Standard Specifications 
El-46. 

Tentative revision, submitted June, 1946. 

« See p. 1657 
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A 

Abrasion Test. 

Aggregate, Coarse, by Los Angeles Machine, 
455. 

Aggregate, Graded Coarse, by Deval Ma- 
chine, 537. 

Coatings of Paint, Varnish, Lacquer, and 
Related Products by Air Blast Abrasion 
Tester, 1133 

Paving Brick (Rattier Test), 174. 

Rock by Devai Machine, 540. 

Traffic Paint, Resistance to Abrasion, Erosion, 
or a Combination of Both, in Road Service 
Tests, 1577. 

Abson Test. 

Hot Extraction of Asphaltic Materials and 
Recovery of Bitumen hy Modified Abson 
Procedure, 1453. 

Absorption Test. 

Aggregate, Coarse, 470. 

Aggregate, Fine, 472. 

Asphalt Plank, 566. 

Brick, 183. Tentative Revision, 1703. 

Concrete Masonry Units, 213, 

Drain Tile, 395. 

Fabrics, Felted and Woven, Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Glazed Masonry Units, 1328. 

Gypsum and Gypsum Products, 149. 

Insulating Board, Structural, Made from 
Vegetable, Fibers, 1358. 

Lime, Hydrated, and Quicklime, 1310. 

Pigments, Oil Absorption, 998. 


Pipe, 

Clay, Extra Strength, 1392. 

Clay Sewer, Standard Strength, 1384. 
Concrete Irrigation, 439. 

Concrete Sewer, 410. 

Reinforced Concrete Culvert, 428. 
Reinforced Concrete Sewer, 418. 

Plywood, Veneer, and Other Wood and Wood- 
Base Materials, 1515. 

Refractory Brick, Burned, 320. 

Roofing and Flooring Felt, Test for Kerosine 
Number by the Vacuum Method, 746. 
Slate, 235. 

Stone, Natural Building, 216. 

Tile, Structural Clay, 201. 

Tile, Structural Clay Facing, 1321. 

Acetates. 

Amyl Acetate Made from Fusel Oil (85 to 88 
per cent Grade), Spec, for, 1069. 

Amyl Acetate (Synthetic) (85 to 88 per cent 
Grade), Spec, for, 1068. 

Butyl Acetate, Normal (88 to 92 per cent 
Grade), Spec, for, 1072. 

Cellulose Acetate, Testing of, 1572. 

Ethyl Acetate (85 to 88 per cent Grade), Spec, 
for, 1075. 

Ethylene Glycol Monoethyl Ether, Acetate 
Ester of (95 to 96 per cent Grade), Spec, for, 

1078. 

Isopropyl Acetate, Spec, for, 1080. 

Sampling and Testing of, 1105. 

Acetone. 

Acetone, Spec, for, 1066. 

Sampling and Testing of, 1105, 
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.Acetyl, Test for in, 

GelMose Acetate,. 1572. 

Acid Number. , 

See Neutralization Test. 

Acid Resistance Test. 

. Bituminous Mastics, Grouts, and Like Mix- 
, tiires, 733... . , 

■ . Clay Pipe, Extra Strength, 1392. 

Clay Sewer Pipe, Standard Strength, 1384. 
Acidity. 

• See Neutralization Test, 

Adhesion Test. 

Bituminous Emulsions, 700. 

Thermal Insulating Cement, Expanded or 
Exfoliated Vermiculite (adhesion to steel), 
1348. 

Thermal Insulating Cement, Mineral Wool 
(adhesion to steel), 1345. 

Aggregates. 

See also Gravel; Sand; Slag; Stone. 
Abrasion, Test for, 

Coarse Aggregate by Los Angeles Machine, 
455. 

Graded Coarse Aggregates by Devai Ma- 
chine, 537. 

Rock by Devai Machine, 540. 

Absorption of Coarse Aggregate, Test for, 470. 
Absorption of Fine Aggregate, Test for, 472. 
Asphalt Mastic for Waterproofing (Asphalt 
Cement, Mineral Filler, Mineral Aggregate) , 
Spec, for, 709. 

Clay Lumps in Aggregates, Test for, 460. 
Concrete Aggregates, Lightweight, Spec, for, 
452. 

Concrete Aggregates, Spec, for, 447. 
Definitions, 

Aggregate, 1408. 

Concrete Aggregates, 1409. 

Gypsum, 1320. 

Materials for Roads and Pavements, 638. 
Sand, 477, 

Inspection of Aggregate at Bituminous Paving 
Plant, Recommended Practice, 630. 
Masonry Mortar Aggregate, Spec, for, 238. 
Materia! Finer than No, 200 Sieve, Test for, 
4S8. ' '■ 

Measuring Mortar-Making Properties of, Fine 
Aggregate, Test for, 464. 

Organic Impurities in Sands for Concrete, 
Test for, 466. 

Sampling Stone, Slag, Gravel, and Sand for 
Highway Materials, Methods of, 1437. 


. Sieve Analysis of Fine and Coarse Aggregates, 
Test for, 467. 

Sieves for Testing Purposes, Spec, for, 1237. 

Soundness of Aggregates by Sodium Sulfate or 
Magnesium Sulfate, Test for, 1400. 

Specific Gravity of Coarse Aggregate, Test for, 
470. 

Specific Gravity of Fine Aggregate, Test for, 
472. 

Stabilized Base Course, Materials for. Spec, 
for, 1428. 

Stabilized Surface Course, Materials for, Spec, 
for, 1430. 

Standard Sizes of Coarse Aggregate for High- 
way Construction, Spec, for, 1426. 

Surface Moisture in Fine Aggregate, Test for 
1406. 

Toughness of Rock, Test for, 547. 

Unit Weight of Aggregate, Test for, 474. 

Voids in Aggregates for Concrete, Test for, 
476. 

Air Content Test. 

Concrete, Freshly Mixed (Volumetric), 1411, 

Concrete (Gravimetric), 513. 

Portland-Cement Mortar, 1277. 

Air -Entraining Cement. 

See also Cement. 

Air Content of Portland-Cement Mortar, Test 
for, 1277. 

Air-Entraining Portland Cement, Spec, for, 
1263. 

Air Permeability Apparatus. 

Fineness of Portland Cement, Test for, 1290. 

Air-Setting Refractory Mortars. 

See Refractories. 

Alcohol. 

Amyl Alcohol, Synthetic, Spec, for, 1067. 

Butanol (Norma! Butyl Alcohol) Spec, for, 
1071. 

Isopropyl Alcohol, Spec, for, 1081. 

Sampling and Testing of, 1105. 

Alkali Resistance Test. 

Oleoresinous Varnishes, 1060. 

Alkalinity. 

See Neutralization Test. 

Alkyd Resin. 

Phthalic Anhydride Content of, Test for 1567. 

Aluminum Pigm ents , 

See also Pigments. 

Aiuminum Pigment Paste for Paint, Spec, for, 
914. 

Aluminum Powder and Paste, Sampling and 
Testing of, 923. 
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Aluminum Powder for Paints (Aluminum 

. .Bronze Powder), Spec, for, 912. 

Aluminum Silicate Pigment, Methods of 
Analysis of, 928., 

Aluminum .Silicate. Pigment, .Spec, for, 876.. 

.. Amyl Acetate. , 

Sec Acetates; Solvents. 

Amyl Alcohol. 

See Alcohol;. Solvents. 

Aniline Point Test. 

Dipen tine, 1622. 

Anti-Fouling Paints. ' 

Cuprous Oxide, Dry, Method of Chemical 

, Analysis of, 944. , 

Mercuric Oxide, Dry, Method of Chemical 
Analysis of, 948. 

Toxic Ingredients in Anti-Fouling Paints, 
Dry Cuprous Oxide, Dry Mercuric Oxide, 
Spec, for, 919. 

Apparatus 

(Standard test methods which include re- 
quirements for testing apparatus are in- 
dexed under the names of the ap|.)aratus or 
the appropriate test methods.) 

Carbon Arc Accelerated Weathering Unit, 
Recommended Practice for Characteristics 
of, 1684. 

Light and Water Exposure Apparatus (Carbon- 
Arc Type) for Testing Paint, Varnish, 
Lacquer, and Related Products, Recom- 
mended Practice for Operating, 1614. 

Screen (Sieve), Definition of, 1258. 

Sieves for Testing Purposes, Spec, for, 1237. 

Thermometers, Spec, for, 1220, 1657. 

Verification of Testing Machines, Methods of, 
1244. 

Appearance Test. 

Dipentene, 1622. 

Pine Oil, 1629. 

Turpentine, 1559. 

Asbestos. 

See also Thermal Insulating Materials. 

Felts, Asphalt-Saturated and Asphalt-Coated, 
for Built-Up Roofs, Spec, for, 1487. 

Felts, Asphalt-Saturated, for Water-Proofing 
and Constructing Built-Up Roofs, Spec, 
for, 1485. ..C 

Thermal Insulating Cement, Spec, for, 1343. 

■Ash, Test for in, 

Asphalt Roll Roofing, Cap Sheets, and Shin- 
gles, 1504. 

Cellulose Acetate, 1572.; : ^ 

Drying Oils, 1027. 


Felted and Woven Fabrics Saturated with' 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Mercuric Oxide, Dry, 948. 

Nitrocellulose, SoluWe, 1086. 

SheUac, 1046, 1569. 

Tall Oil, 1640. 

Asphalt. 

See also Asphalt, Emulsified; Asphalt 
Roofing and Waterproofing. 

Asphalt for Dampproofing and Water- 
proofing, Spec, for, 1480. 

Asphalt Plank, Spec, for, 566. 

Bitumen Soluble in Carbon Tetrachloride, 
Test for, 573. 

Bitumen, Test for, 570. 

Coarse Particles in Mixtures of Asphalt and 
Mineral Matter, Test for, 738. 

Cut-Back Asphalt, 

Distillation Test, 579. 

Medium Curing Type, Spec, for, 561. 

Rapid Curing Type, Spec, for, 559. 
Definitions Relating to Materials for Roads 
and Pavements, 638. 

Distillation of Cut-Back Asphaltic Products 
Test for, 579. 

Distillation, Steam, of Bituminous Protective 
Coatings, Test for, 697. 

Ductility of Bituminous Materials, Test for, 
583. 

Filler for Brick Pavements, Spec, for, 564. 

Fire Point by Open Cup, Test for, 702. 

Flash Point by Open Cup, Test for, 702. 

Float Test for Bituminous Materials, 597. 

Hot Extraction of Asphaltic Materials and 
Recovery of Bitumen by the Modified 
Abson Procedure, Test for, 1453. 

Inspection of' Asphalt at Bituminous Paving 
Plant, Recommended Practice for, 630. 
Loss on Heating of Asphaltic Compounds, 
Test for, 1457, 

Mastics, Bituminous, Grouts, and Like Mix- 
tures, Tests for, 733. 

Mastic, Waterproofing, Spec, for, 709. 
Penetration of Bituminous Materials, Test for, 

600, 

Primer for Use with Asphalt in Dampproofing 
and Waterproofing, Spec, for, 695. 

Residue of Specified Penetration, Test for, 602. 
Sampling Bituminous Materials, 1449. 
Softening Point, Bail and Shouldered Ring, 
Test for, 1679. 
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Asphalt (Contimed). , ' 

Softening Point, Ring-and-Bali Method, Test 
for, 60S. 

Specific Gravity of Asphalt Cements, Test for, 

■ '613. 

Specific Gravity of Asphalts Sufficiently Solid 
to be Handled in Fragments, Test for, 611. 
Steam Distillation of Bituminous Protective 
Coatings, Test for, 697. 

Viscosity, Conversion of Kinematic to Saybolt 
. . .Furol, 620.' 

Viscosity Test by Saybolt Viscosimeter, 615. 
Volume Correction Table for Liquid Asphaltic 
Products, 62 L , 

Weathering Test, Accelerated, for Bituminous 
Materials, Recommended Practice for, 1511. 
Asphalt, Emulsified. 

See also Asphalt. 

Emulsified Asphalts, 

Medium-Setting, for Coarse Aggregate 
Plant Mixes, Spec, for, 551. 
Medium-Setting, for Retread and Coarse 
Aggregate Mixes, Spec, for, 553. 
Medium-Setting, Heavy Premix — Summer 
Grade, Spec, for, 555. 

Quick-Setting, for Penetration and Surface 
Treatment, Spec, for, 557. 

Slow-Setting, for Fine Aggregate Mixes. 

Spec, for, 549. 

Testing of, 586. 

Films Deposited from Bituminous Emulsions, 
Tests for, 700. 

Asphalt Roofing and Waterproofing. 

See also Roofing, Waterproofing Materials. 
Asphalt for Built-Up Roof Coverings, Spec, 
for, 687. 

Asphalt for Dampproofing and Waterproofing, 
Spec, for, 1480. 

Asphalt Roofing Surfaced with Mineral 
Granules, Spec, for, 1490. 

Asphalt Roofing Surfaced with Powdered Talc 
or Mica, Spec, for, 1494. 

Asphalt Roofing, Wide Selvage, Surfaced with 
Mineral Granules, Spec, for, 724. 

Cap Sheets, Asphalt, Testing of, 1504. 

Felt, 

Asphalt-Saturated and Asphalt-Coated As- 
bestos, for Built-Up Roofs, Spec, for, 
1487. 

Asphalt-Saturated Asbestos, for Water- 
proofing and Constructing Built-Up 
Roofs, Spec, for, 1485. 


Asphalt-Saturated, for Waterproofing and 
Built-Up Roofs, Spec, for, 715. 

Felted and Woven Fabrics Saturated with 
Bituminous Substancs for Waterproofing 
and Roofing, Testing of, 1497. 

Granular Mineral Surfacing for. Asphalt 
Roofing and Shingles, Test Tor Sieve 
Analysis of, 740. 

Nongranular Mineral Surfacing for Asphalt 
Roofing and Shingles, Test for Sieve 
Analysis of, 743. 

Roll Roofing, Asphalt, Testing of, 1504. 

Shingles, Asphalt, Surfaced with Mineral 
Granules, Spec, for, 727. 

Shingles, Asphalt, Testing of, 1504. 

Siding, Asphalt, Surfaced with Mineral 
Granules, Spec, for, 730. 

Autoclave Test. 

Masonry Units, Glazed, 1328. 

Portland Cement, Autoclave Expansion of, 
14. 

B 

Ballast. 

See Stone. 

Barium Pigments. 

See also Pigments. 

Barium Sulfate Pigments, Methods of Anal- 
ysis of, 932. 

Barium Sulfate Pigments, Spec, for, 875. 

Lithopone, Spec, for, 866. 

Titanium Dioxide Pigments, Spec, for, 873, 
1538. 

White Pigments, Methods of Chemical Analy- 
sis of, 955. 

Zinc Sulfide Pigments, Spec, for, 866. 

Barytes. 

See also Barium Pigments. 

Barium Sulfate Pigments, Spec, for, 875. 

Beams. 

See also Concrete. 

Fire Tests of Building Construction and Ma- 
terials, 1203. Tentative Revision, 1716. 

Static Tests of Timbers in Structural Sizes, 
805. 

Structural Wood Joist and Plank, Beams and 
Stringers, Spec, for, 751. 

Bend Testing. 

See also Flexure Test. (Procedures for 
making bend tests for ductility appear in the 
individual specifications and are according!}’ 
indexed under the respective materials.) 
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.\splialt Roil Roofing, Cap Sheets, and Shin- 
•glcs, 1504. 

Elongation of Lacquer Coatings with Conical 
'Mandrel, 1124. 

.Fabrics, Felted and Woven, Saturated with 
.Bituminous Substances for Waterproofing 
and Roofing, 1497. 

Fly wood, Veneer, and Other' Wood and Wood- 
Base Materials, 1515. 

.Benzene. 

Industrial 90 Benzene for use in Paint, Var- 
nish, Lacquer, and Related Products, Spec. 

■ for, 1070. 

Sampling and Testing of, 1105. 

Bitumen Determination. 

Bituminous Mastics, Grouts, and Like Mix- 
tures, Testing of, 733. 

Hot Extraction of Asphaltic Materials and 
Recovery of Bitumen by Modified Abson 
Procedure, Test for, 1453. 

Method of Test f or, 5 7 0. 

Proportion of Bitumen Soluble in Carbon 
Tetrachloride, Test for, 573. 

Bitumen Expansion Joint. 

Preformed Expansion Joint Fillers for Con- 
crete, Spec, and Test for, Tentative Revi- 
sions, 1708, 1709. 

Bituminous Concrete and Macadam. 

See also Asphalt; Tar. 

Emulsified Asphalts, 

Coarse Aggregate Plant Mixes, Medium- 
Setting, Spec, for, 551. 

Fine Aggregate Mixes, Slow-Setting, Spec, 
for, 549. 

Heavy Premix — Summer Grade, Medium- 
Setting, Spec, for, 555. 

Penetration and Surface Treatment, Quick- 
Setting, Spec, for, 557. 

Retread and Coarse Aggregate Mixes, Me- 
dium-Setting, Spec, for, 553. 

Testing of, 586. 

Gravel for Bituminous Concrete Base and 
Surface Courses of Pavements, Spec, for, 
1432. 

Inspection of Bituminous Concrete and Mac- 
adam at Bitumin ous Paving Plant, Recom- 
mended Practice for, 630. ., . 

■ Mineral Filler for Bituminous Concrete Pave- 

ments, Spec, for, 532. 

Sand for Bituminous Concrete Pavements, 
Spec, for, 533. 


Slag, Crushed, for Bituminous Concrete Base 
and Surface Courses, Spec, for, 1432, 

Slag, Crushed, for Bituminous Macadam Base 
and Surface Courses, Spec, for, 517. 

Stone, Crushed, for Bituminous Concrete Base 
and Surface Courses, Spec, for, 1432. 

Stone, Cru.shed, for Bituminous Macadam 
Base and Surface Courses, Spec, for, 517. 
Bituminous Materials. 

See Asphalt; Asphalt, Emulsified; Asphalt 
Roofing and Waterproofing; Bitumi- 
nous Concrete and Macadam; Roofing; 
Tar; Waterproofing Materials. 

Blanc Fixe. 

See also Barium Pigments. 

Barium Sulfate Pigments, Spec, for, 875. 
Blast-Furnace Slag. 

See Slag; Slag Cement. 

Bleeding Test. 

Pigments, 986. 

Traffic Paint, Evaluating Degree of Resistance 
of, 1581. 

Blistering. 

Coatings of Paint, Varnish, Lacquer, and 
Related Products on Metal When Subjected 
to Immersion or Other Tests Involving Ex- 
posure to Moisture or Liquids, Method for 
Evaluating Degree of Resistance to Blister- 
ing, 1171. 

Block. 

See also Refractories; Thermal Insulating 
Materials. 

Concrete Masonry Units, 
for Catch Basins and Manholes, Spec, for, 
211 . 

Load-Bearing, HoUow, Spec, for, 205. 
Load-Bearing, Solid, Spec, for, 209. 
Non-Load-Bearing, Hollow, Spec, for, 207. 
Sampling and Testing of, 213. 
ffilter Block, Vitrified Clay, for Trickling Fil- 
ters, Spec, for, 1333. 

Granite Block, 

for Durax Pavements, Spec, for, 526, 
for Pavements, Spec, for, 522. 

Recut, for Pavements, Spec, for, 524. 
Gypsum and Gypsum Products, Testing of, 
149. Tentative Revision, 1702. 

Gypsum Partition Tile or Block, Spec, for, 146. 
Inspection of Block at Bituminous Paving 
Plant, Recommended Practice for, 630. 

Stone Block for Highways, Sampling of, 1437. 
Wooden Paving Blocks for Exposed Pave- 
ments, Spec, for, 748. 
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Blue Lead. 

' See also Pigments. , 

Blue Lead; Basic Sulfate, Spec, for, 886. 
Chemical Analysis of, Methods of, 968. 
Boards., 

See Lath; Sheathing Board; Thermal 
Insulating Materials; Wall Board; 
Wood. , 

Bonding Strength Test. 

Air-Setting Refractory Mortar (Wet Type), 
; 1369.. 

Bone Black. 

. See also Pigments. • 

Acetone Extract in Dry Bone Black, Test for, 
921. 

Specifications for, 882. 

Bottles. 

Hydrostatic Pressure Test on Glass Con- 
tainers, 385. 

Folariscopic Examination of Glass Containers, 
Methods of, 389. 

Thermal Shock Test on Glass Containers, 392. 
Brick. 

See also Refractories. 

Absorption (Suction), Initial Rate, Test for, 
183. 

Building Brick, 

Clay or Shale, Spec, for, 167, Tentative 
Revision, 1702. 

Concrete, Spec, for, 165. 

Sand'Lime, Spec, for, 172. Tentative 
Revision, 1703. 

Compressive Strength Test, 183. Tentative 
Revision, 1703. 

Efflorescence Test, 183. Tentative Revision, 
1703. 

Fire Tests of Building Construction and Mate- 
rials, 1203, Tentative Revision, 1716. 
Freezing-and-Thawing Test, 183. Tentative 
Revision, 1703. 

Masonry Units, Glazed, Spec, for, 1328. 
Modulus of Rupture Test, 183. Tentative 
' Revision,. 1703. 

Mortar for Reinforced Brick Masonry, Spec, 
.for, 1338. . 

Paving Brick, Spec, for, 174, 

Sampling and Testing Brick, 183. Tentative 
Revision, 1703. 

Server Brick, Clay or Shale, Spec, for, 181. 
Silica Brick, Quicklime and Hydrated Lime 
for Manufacture of, Spec, for, 105. 


Brittleness Test. 

See also Ductility Test, Friability. 

Asphalt, Plank 566. 

Building Brick, 

See Brick. 

Building Insulation. 

See Thermal Insulating Materials. , 
Building Stone, Natural. 

Absorption Test, 216. 

Compressive Strength Test, 218- 
Flexure Test, 221. 

Modulus of Elasticity Test, 223. 

Modulus of Rupture Test, 221 . 

Shear Test, 227. 

Specific Gravity Test, Apparent, 216 

Building Tile. 

See Tile, 

Burlap. 

Felted and Woven Fabrics Saturated with 
Bituminous Substances for W'aterproofing 
and Roofing, Test of, 1497. 

Burmister Flow Trough. 

Portland-Cement Mortar, Test for Air Con- 
tent of, 1277. 

Bursting Strength. 

See Hydrostatic Pressure Test; Tension 
Testing. 

Butanol, 

See Alcohol; Solvents, 

Button Lac. 

See Shellac. 

Butyl Acetate. 

See Acetates ; Solvents. 

Butyl Propionate. 

See Propionates; Solvents, 

c 

Calcium Chloride. 

Sampling and Testing of, 1442 
Specifications for, 1435. 

Calcium Hydroxide, 

See Lime. 

Calcium Pigments. 

• See "also Pigments. 

Para Red, Reduced, Spec, for, 906, 

Titanium Dioxide Pigments, Spec, for, 873, 

■ ' '1538. ' ■ 

White Pigments, Methods of Chemical Analy- 
sis of, 955. Tentative Revision, 1712. 
Calcium Sulfate. 

See Gypsum.''' 
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Ctlibration of Apparatus, Methods of. ■ 
Cliemical , Analysis of Portland Cement for' 
: Sulfur Trioxidc, Metliod ofj 17. 

, .Fineness : .of Portland. Cement by 'Turbidi- 
.meter, 62. 

pH of .Aqueous, SolutionSj. D.e termination of 
witli the Glass Electrode, 1673. 

. 'Specific Gravity Test of Soils, ^ 1463. ■ 

' Verification, of Testing Machines, 1244. 
Waterproof Paper for Cur.ing Concrete, Spec, 
for,, 1420. 

Calorimetric Determination. 

Portland Cement, Test for Heat of Hydration 
, .of, 1297., 

Cap Sheets. 

Asphalt Cap Sheets and Shingles, Testing of, 
.1504. 

Asphalt Roofing, Wide Selvage, Surfaced with 
Mineral Granules, Spec, for, 724. 

Carbon' Arc Weathering Unit. 

Characteristics of. Recommended Practice 
for, 1684. 

Light and Water Exposure Apparatus (Car- 
lam- Arc Type) for Testing Paint, Varnish, 
Lacquer, and Related Products, Recom- 
mended Practice for Operating, 1614. 

Carbon Black. 

See also Pigments, 

Specifications for, 884. 

Carbon Residue Test. 

Creosote, 835. 

Cedar. 

See Wood. 

Ceiling Construction, 

Fire Tests of Building Construction and Mate- 
rials, 1203. Tentative Revision, 1716. 

Cellulose Acetate. 

Testing of, 1572. 

Cellulose Coatings. 

See Enamels; Lacquers; Solvents. 

Cement. 

See also Asphalt. 

Air Content of Portland-Cement Mortar, Te.st 
for, 1277. 

Air-Entraining Portland Cement Spec, for, 
1263. 

Autoclave Expansion of Portland Cement, 
Test for, 14. . 

Cement Content of . . Hardened Portland- 
Cement Concrete, Test for, 502. 


Chemical Analysis of Portland - Cement, 
Methods of, 17', 1282. ■ 

Compressive Strength of Hydraulic- Cement 
Mortars, Test for, 52. Tentative Revision, 

1701. 

Darex, Test for, 1282. 

Filler, Cement Grout, Spec, for Materials, for 
Brick and Stone Block Pavements, 528. 
Filler, Mineral, for Sheet Asphalt and Bitu- 
minous Concrete Pavements, Spec, for, 532. 
Fineness of. 

Hydraulic Cement by No. 200 Sieve, Test 
for, 59. 

Portland Cement by Air Permeability Ap- 
paratus, Test for, 1290. 

Portland Cement by Turbidimeter, Test 
for, 62. 

Heat of Hydration of Portland Cement, Test 

for, 1297^ 

Keeners Cement, Spec, for, 136, 

Masonry Cement, Spec, for, 7, 1269. 

Natural Cement, Spec, for, 5. 

Normal Consistency, of Hydraulic Cement, 
Test for, 70. 

Portland Cement, 

Air-Entraining, Spec, for, 1263. 
Blast-Furnace Slag Portland, Spec, for, 1266. 
Specifications for, 1. 

Sampling of Hydraulic Cement, 73. 
Sand-Cement Bed for Brick and Block Pave- 
ments, Spec, for, 530. 

Sieve Analysis of Refractory Materials, Test 
for, 325. 

Soil-Cement Mixtures, 

Cement Content of, Test for, 1469. 
Freezing-and-Thawing Test for, 683. 
Moisture-Density Relations of, Test for, 
676. 

Wetting-and-Drying Test for, 679. 
Soundness of Hydraulic Cement Over Boiling 
Water (Pat Test), Test for, 75. 

Specific Gravity of Hydraulic Cement, Test 
for, 78. 

Subsieve Size Particulate Substances, Test 
for Particle Size Distribution of, 1668. 
Tensile Strength of Hydraulic-Cement Mor- 
tars, Test for, 80. 

Thermal Insulating Cement, 

Asbestos, Spec, for, 1343. 

Bulk Density of. Test for, 242. 
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Cement {Continmd}.. 

.Tliermai Insulating .Cement, , 

Covering Capacity Upon Drying, Test for, 

246.. " ' ' ' , . 

Definition of, 260. 

Diatoniaceons Silica, Spec, for, 1351, 
Expanded or Exfoliated Vermiculite, Spec, 
for, 1348. 

Magnesia, 85 per cent, Spec, for, 1341. 
Minerai Wool, Spec, for, 1345. 

Mixing, Methods of, 240. 

Sampling of, 240. 

V olume Change Upon Drying, Test for, 246. 
Time of Setting of Hydraulic Cement by Vicat 
or Gillmore Needles, Test for, 86. 

Vinsol Resin, Methoxyl Method for, 1282. 
Volume Change of Cement Mortar and Con- 
crete, Test for, 509. 

Water Content of Refractory Materials, Test 
for, 325. 

Cement Mixing Test. 

Emulsified Asphalts, 586. 

Centrifuge Test. 

Road Tars, Sulfonation Index of, 1460. 

Soils, Moisture Equivalent of, 667. 

Ceramics. 

See Brick; Glass; Refractories; Tile. 
Chalking of Paint 
See Paints; Weathering. 

Checking of Paint. 

See Paints; Weathering. 

Chemical Lime, 

See Lime. 

Chinese Wood Oil. 

See Tung Oil. 

Chrome Brick. 

Eee Refractories. 

Chromium Pigments. 

See also Pigments. 

Chrome Green, Pure, Spec, for, 894. 

Chrome Green, Reduced, Spec, for, 896. 
Chrome Oxide Green, Spec, for, 898 
Chrome Yellow and Chrome Orange, Spec, 
for, 900. 

Yellow and Orange Pigments Gontaining 
Chromium Compounds, and Chrome Green, 
Methods of, Chemical Analysis of, 968. 

Zinc Yellow, C.P. (Zinc Chromate), Spec, for, 
902. Tentative Revision, 1711. 

Zinc Yellow Pigment (Zinc Chromate Yellow), 
Methods of Chemical Analysis of, 1554. 


Cinder Concrete Block. 

■ Concrete Masonry Units, 

Load-Bearing, Hollow, Spec, for, 205. 
Load-Bearing, Solid, Spec. , for, 209. 
Non-Load-Bearing, Hollow, Spec, for, 207. 
Sampling and Testing of, 213. 

Cinders. 

Lightweight Aggregates for Concrete,. Spec 
for, 452. 

Clay. 

See also Refractories; Soils. 

Clay Lumps in Aggregates, Test for, 460. 

Ground Fire Clay, Spec, for, 275. Tentative 
Revision, 1706. 

Particle Size Distribution of Subsieve Size 
Particulate Substances, Test for, 1668. 

Sieve Analysis of Refractory Materials, Test 
for, 325. 

Stabilized Base Course, Materials for. Spec, 
for, 1428. 

Stabilized Surface Course, Materials for, 
Spec, for, 1430. 

Water Content of Refractory Materials, Test 
for, 325. 

Clay Filter Block. 

Filter Block, Vitrified Clay, for Trickling Fil- 
ters, Spec, for, 1333. 

Sampling and Testing Structural Clay Tile, 

201 . 

Clay Hollow Tile. 

See Tile. 

Clay Pipe. 

Drain Tile, Spec, for, 395. 

Extra Strength, Spec, for, 1392, 

Sewer Pipe, Recommended Practice for Lay 
ing, 445. 

Sewer Pipe, Standard Strength, Spec, for, 
1384. 

Clay Products. 

See Block; Brick; Refractories; Tile.' 

Cleavage Test. 

Small Clear Specimens of Timber, 774. 

Cleveland Flash Cup. 

Flash and Fire Points by Open Cup, Test for, 
702. 

Coal. 

Coal and Lignite in Sand, Test for, 462 

Coal Tar. 

See also Creosote; Tar. 

Definitions Relating to Materials for Roads 
and Pavements, 638. 
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Tar, Spec. for,. 1446. 

Volume and Specific Gravity Correction Ta- 
bles for, 705. 

Coal-Tar Pitch. 

See also Pitch. . 

' Coal-Tar .Pitch . for, 

P.ri,niing Coat in Dampproofing and Water- 
proofing with Creosote, Spec, for, 693. 
Roofing, Dampproofing, and W'aterproofing, 

, Spec, for, 690. 

Steep Built-Up Roofs, Spec, for, 1483. 

Stone Block Filler, .Spec, for, 563. 

Volume Correction Table for, 705. 

Coarse Particles, Test for in, 

Aluminum Powder and Paste, 923. 

Aiiiminum Silicate Pigment, 928. 

Barium Sulfate Pigments, 932. 

Diatomaceous Silica Pigment, 936. 

Magnesium Silicate Pigment, 938. 

Mica Pigment, 941. 

Mixtures of Asphalt and Mineral Matter, 738, 
Pigments, Pastes, and Paints, 988. 

Soils, 652. Tentative Revision, 1710. 
Coating Test. 

Emulsified Asphalts, 586. 

Coke Residue Test. 

Creosote, 835. 

Color Test. 

Aluminum Silicate Pigment, 928. 

Definition of Color, Terms Relating to Paint, 
Varnish, Lacquer and Related Products, 
1167. 

Diatomaceous Silica Pigment, 936. 

Dipentene, 1622. 

Dry Red Lead, 951. 

Drying Oils, 1027. 

Lacquer Solvents and Diluents, 1105. 

Liquid Driers, 1035. 

Magnesium Silicate Pigment, 938. 

Mass Color of Color Pigments, 1010. 

Mica Pigment, 941. 

Nitrocellulose Base Solutions, Soluble, 1120. 
Pine Oil, 1629. 

Rosin, 1194. 

Sands for Concrete, Organic Impurities (In- 
cludes Color Chart), 466. 

Shellac Analysis, 1046. 

Shellac, Orange, 1569, 

Spectral Characteristics and Color of Objects 
and Materials, 1159. 


Tall Oil, 1640. 

Tinting Strength of Color Pigments, 1010, 
Turpentine, 1559. 

Varnishes, Oleoresinous, 1060. 

Columns. 

See also Concrete. 

Fire Tests of Building Construction and Mate- 
rials, 1203. Tentative Revision, 1716. 
Static Tests of Timbers in Structural Sizes: 
805. 

Structural Wood, Posts and Timbers, Spec, 
for, 751. 

Compression Testing. 

Aggregate, Fine, Test for Measuring Mortar- 
Making Properties, 464 . 

Brick, 183. Tentative Revision, 1703. 
Building Stone, Natural, 218. 

Building Stone, Natural, Test for Modulus of 
Elasticity, 223. 

Concrete, 

Expansion Joint Fillers, Preformed, for 
Concrete, 541 . Tentative Revision, 1 709. 
Masonry Units, 213. 

Modified Cube Method Using Portions of 
Beams Broken in Flexure, 485. 

Molded Cylinders, 487. 

Specimens from Hardened Concrete, Meth- 
ods of Securing, Preparing, and Testing, 
499. 

Test Specimens, Method of Making and 
Curing in Field, 489. 

Test Specimens, Methods of Making and 
Curing in Laboratory, 1415. 

Definitions Relating to Methods of Testing, 
1253. 

Drain Tile, 395. 

Fire Brick, Insulating, 302. 

Fireclay Refractories Under Load at High 
Temperatures, 279. 

Gypsum and Gypsum Products, 149. Tenta- 
tive Revision, 1702. 

Hydraulic-Cement Mortars, 52. Tentative 
Revision, 1701. 

Lime, Hydraulic Hydrated, for Structural 
Purposes, 92. 

Masonry Cement, 7, .1269. 

Pipe, 

Clay, Extra Strength, 1392. 

Clay Sewer, Standard Strength, 1384. 
Concrete Irrigation, 439. 
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Compressloa Testing {CoiUinKed) . 

Pipe, 

Concrete Sewer,. 410. 

Reinforced Concrete Culvert, 428. 
Reinforced Concrete Sewer, 418. 

Plywood, Veneer, and Other Wood and Wood- 
; Base Materials, 1515. ■. 

Refractory Brick and Shapes, Tests for Cold 
Crushing Strength, 314. 

Thermal Insulation, Preformed Block Type, 

. .: 244 . 

Tile, Structural Clay, 201. Tentative Revi- 
,, sion, 704. 

Timber, Small Clear Specimens, 774. 

Timbers in Structural Sizes, 805. 

Verification of Testing Machines, 1244, 
Concrete. 

See also Aggregates; Bituminous Concrete 
and Macadam; Cement; Concrete 
Masonry Units; Concrete Pipe. 
Aggregates, 

Concrete, Spec, for, 447, 

Fine, Test for Measuring Mortar-Making 
Properties, 464, 

Lightweight, Spec, for, 452. 

Soundness by Sodium or Magnesium 
Sulfate, Test for, 1400. 

Air Content (Gravimetric) Test for, 513. 

Air Content (Volumetric) of Freshly Mixed 
Concrete, Test for, 1411. 

Air-Entraining Portland Cement, Spec, for, 
1263. 

Cement Content of . Hardened Portland- 
Cement Concrete, Test for, 502. 
Compression Test Specimens, Method of Mak- 
ing and Curing in Field, 489. 

Compression Test Specimens, Method of Mak- 
ing and Curing in Laboratory, 1415. 
Compressive Strength, Test for by Using Por- 
tions of Beams Broken in Flexure, Modified 
Cube Method, 485. 

Compressive Strength Test of Molded Con- 
crete Cylinders, 487. 

Consistency of Portland-Cement Concrete, 
Slump Test, 507. 

Curing Portland-Cement Concrete, 

Calcium Chloride, Spec, for, 1435. 

Water Retention Efficiency of Methods for. 
Test for, 1422 

Waterproof Paper for, Spec, for, 1420 


Definitions Relating to Concrete and Concrete" 
'Aggregates, 1409 

Expansion Joint Fillers, Preformed, for Con- 
crete, Spec, for, 534. , Tentative Revision, 

1708. 

Expansion Joint Fillers, Preformed, for Con- 
crete, Tests for, '541. Tentative Revision, 

709. 

Fire Tests of Building Construction and Mate- 
rials, 1203. Tentative Revision, 1716. 

Flexural Strength, of Concrete, Using Simple 
Beam with Third-Point Loading, Test for, 
493. 

Flexure Test Specimens, Method of^ Making 
and Curing in Field, 489. 

Flexure Test Specimens, Method of Making 
and Curing in Laboratory, 1415. 

Flow of Portland-Cement Concrete by Flow 
Table, Test for, 496. 

Length Measurement of Drilled Concrete 
Cores, Test for, 504. 

Lightweight Aggregates for Concrete, Spec, 
for, 452. 

Ready-Mixed Concrete, Spec, for, 478. 

Sampling Fresh Concrete, 506. 

Sands for Concrete, Test for Organic Impuri- 
ties, 466. 

Specimens from Hardened Concrete for Com- 
pressive and Flexural Strengths, Securing, 
Preparing, and Testing, 499. 

Volume Change of Cement Mortar and Con- 
crete, Test for, 509. 

Weight per Cubic Foot, Test for, 513. 

Yield, Test for, 513. 

Concrete Masonry Units. 

See also Block; Concrete, 

Brick, Sampling and Testing of, 183. Tenta- 
tive Revision, 1703. 

Building Brick, Spec, for, 165. 

for Catch Basins and Manholes, Sp^ec. for, 211. 

Load-Bearing, Hollow, Spec, for, 205. 

Load-Bearing, Solid, Spec, for, 209. 

Non-Load-Bearing, Hollow, Spec, for, 207. 

Sampling and Testing, 213, 

Concrete Pipe, 

See also Concrete. 

Culvert, Reinforced, Spec, for, 428. 

Drain Tile, Spec, for, 395. 

Irrigation, Spec, for, 439. 

Sewer, Reinforced, Spec, for, 418. 

Sewer, Spec, for, 410. 
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Concrete, Waterproofing of. " 

See Waterproofing Materials, 

Conditioning. 

'(Standard test, methods which include require- 
' ments for conditioning are indexed under 
the appropriate test methods.) 

Definiti'ons of Terms with Procedures Relating 
tOj 1694 

Conductivity, ^ Thermal, 

See Thermal Conductivity Test. 

Conical Mandrel Test,, 

Lacquer Coatings, 1124. 

Consistency Test, 

See also Flow , Test; Plasticity;. Viscosity 

Test. , 

Aggregate, Fine, Flow Test for Specimens for 
Measuring Mortar-Making Properties, 464. 
Bituminous Materials, Float Test for, 597. 
Bituminous Materials, Test for Penetration, 
600. 

Cement, Hydraulic, Test for Normal Con- 
, sistency, 70. 

Concrete, Slump Test, 507. 

Concrete, Test for Mortar for Compressive 
Strength Test of Molded Cylinders, 487. 
Definitions Relating to Gypsum, 1320. 
Definitions Relating to Rheological Proper- 
ties, 1261. 

Flow of Portland-Cement Concrete by Flow 
( Table, 496. 

Gypsum and Gypsum Products, 149. Tenta- 
tive Revision, 1702. 

Lacquers, Nitrocellulose Clear, and Lacquer 
Enamels, 1117. 

Lime, Hydrated, and Quicklime, 1310. 
Nitrocellulose Base Solutions, Soluble, 1120. 
Nitrocellulose, Soluble, 1086. 

• Paints, Exterior House and Enamel Type, 
1154, Tentative Revision, 1715. 
Rheological Properties, Definitions Relating 
. . „to, 1261. 

Copper Corrosion Test. 

Dipentene, 1622. 

Lacquer Solvents and Diluents, 1105. 
Petroieiim. Spirits (Mineral Spirits), 1025. 

Cork, 

Expansion Joint Fillers, Preformed, for Con- 
crete, Spec. for, 53.4. 

Expansion .Joint Fillers, Performed, for Con- 
crete, Tests for, 541. 


Corrosion Test, 

Dipentene, 1622. 

Lacquer Solvents and Diluents, 1105, 1575. 
Petroleum Spirits (Mineral Spirits), Blacken- 
ing, 1025. 

Salt Spray (Fog) Test-see Part I~B, Book of 
A.S.T.M. Standards, p. 773, 

Cotton and Cotton Products. 

Felted and Woven Fabrics Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, Testing of, 1497, 
Woven Cotton Fabrics Saturated with Bitu- 
minous Substances for Waterproofing, Spec, 
for, 721. 

Covering Capacity. 

See also Hiding Power Test, 

Thermal Insulating Cement, Test for Covering 
Capacity Upon Drying, 246. 

Cracking of Paint. 

See Paints; Weathering. 

Crazing Test. 

Glazed Masonry Units, 1328. 

Creosote. 

Coke Residue, Test for, 835. 

Creosote -Coal Tar Solution, Spec, for, 829. 
Creosote for Priming Coat with Coal-Tar 
Pitch in Dampproofing and Waterproofing, 
Spec, for, 693. 

Definitions Relating to Timber Preservatives, 
861. 

Distillation Test, 837. 

Float Test on Residue, 597. 

Insoluble Matter Tests, 843. 

Sampling and Testing, 832. 

Specific Gravity, 

Correction Tables for Creosote and Coal 
Tar, 852. 

of Creosote Fractions, 847. 

Specifications for, 827. 

Test for, 845. 

Tar Acids in Creosote and Creosote -Coal Tar 
Solutions, Test for, 849. 

Volume Correction Tables for Creosote and 
Coal Tar, 852. 

Water in Creosote, Test for, 855. 

Cresyl Phosphate. 

See Tricresyl Phosphate. 

Crib Test. 

Combustible Properties of Treated Wood, 

1215. 
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CmsMng Strength Test. 

See also Compression Testing; Flexure 
■ Test. 

Drain Tile, 395. 

Pipe^ 

■ Clay,. Extra Strength, 1392. . 

Clay Sewer, Standard Strength, 1384. 
Concrete Culvert, Reinforced, 428. 
Concrete Irrigation, 439. 

.Concrete Sewer, 410, 

. Concrete Sewer, Reinforced, 418. ' 

Cubic Foot Weight. 

See Weight Test. 

Culvert Pipe. 

Reinforced Concrete, Spec, for, 428, 

Cuprous Oxide. 

Chemical Analysis of Dry Cuprous Oxide, 
Methods of, 944. 

Toxic Ingredients in Anti-Fouling Paints, 
Spec, for, 919. 

Curing Concrete. 

Calcium Chloride, Methods of Sampling and 
Testing of, 1442. 

Calcium Chloride, Spec, for, 1435. 
Compression and Flexure Test Specimens, 
Method of Making and Curing in Field, 489. 
Compression and Flexure Test Specimens, 
Method of Making and Curing in Labora- 
tory, 1415. 

Sodium Silicate, Spec, for, 516. 

Water Retention Efficiency of Methods for 
Curing Concrete, Test for, 1422. 

Waterproof Paper for Curing Concrete, Spec, 
for, 1420, 

Cut -Back Asphalts. 

See Asphalt; Asphalt, Emulsified, 
Gut-Back Tar. 

See Tar.. 

Cypress. 

See. Wood. 

D ■ ■ 

Dampproofing. 

■ See Waterproofing Materials. 

Darex. 

Air-Entraining Portland Cement, Spec, for, 
.T.263./ 

Chemical Analysis of Portland Cement for, 
Method of, 1282. 

Decantation Test. 

Material Finer than No. 200 Sieve in Aggre- 
gates, 458. 


Definitions. 

Aggregate,- 477. 

Air-Entraining Portland Cement, 1263. 
Blast-Furnace .Slag Portland Cement, 1266. 
Concrete and Concrete Aggregates, 1409.. 
Conditioning and Weathering, 1694. 

Fireclay Refractories, 277. 

Glass, 1383. 

Gj'psum, 163, 1320. 

Insulating Board. Structural, M.'ade from 
Vegetable Fibers, 1353. 

Insulating Fire Brick, 1364. 

Insulating Materials, Thermal, 260, 

Lime, 126, 1319. 

Materials for Roads and Pavements, 638. 
Methods of Testing, 1253. 

Paint, Varnish, Lacquer, and Related 
Products, 1167. 

Portland Blast-Furnace Slag Cement, 1266. 
Portland Cement, 1. 

Portland Cement, Air- Entraining, 1263. 
Refractories, 351. Tentative Revision, 1708. 
Rheological Properties of Matter, 1261. 

Sand, 477. 

Screen (Sieve), 1258. 

Slate, 237. 

Soil Mechanics, 1473. 

Specific Gravity, 1259. 

Specific Gravity of Soils, 1463. 

Symbols for Heat Transmission, 353. 

Symbols for Soil Mechanics, 1473. 

Tall Oil, 1648. 

Thermal Insulating Materials, 260. 

Tile, Structural Clay. 1336. 

Timber, 821. 

Timber Preservatives, 861. 

Deflection Test. 

Structural Insulating Board Made from Vege- 
table Fibers, 1358. 

Deformation Under Load Test. 

See Compression Testing; Deflection Test; 
Flow Test; Shrinkage Test; Volume 
Change Test. 

Demulsibility Test. 

Emulsifiied Asphalts, 586. 

Density Test. 

, ' See also Specific Gravity Test. 

Concrete, Weight per Cubic Foot, Yield, and 
Air Content (Gravimetric) 513. 

Mica Pigment, 941. 

Refractory Brick, Burned, Bulk Density, 320, 
Shellac, 1046. 
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Soil-Gemcnt Mixtures, Moisture-Density Re- 
lations,. 676. ■ 

.Soils, Moisture-Density Relations, ■ 1466. 
Thermal Insulating Cement, Bulk Den-iity, 

. ' 242. 

Thermal Insulating Materials, Blanket Type, 
258. . . 

Dental Plasters. 

. See also Gypsum. 

Calcined Gypsum for Dental Plasters, Spec, 
for, 138. Tentative Revision, 1702. 

Beval Abrasion Test. 

Graded Coarse Aggregate, 537, 

Rock, 540. 

Diatomaceous Silica Insulation. ' ' 

See Thermal Insulating Materials. 
Diatomaceous Silica Pigment. 

See also Pigments. ' 

Methods of Analysis of, 936. 

Specifications for, 877, 

Dibutylphthalate. 

Sampling and Testing of, 1 105. 

Specifications for, 1074. 

Diluents. 

See Paint Thinners; Solvents, 
Dimethylketone, Test for. 

Lacquer Solvents and Diluents, Sampling and 
Testing of, 1105, 

Dlpentene. 

Definitions Relating to, 1648. 

Sampling and Testing of, 1622. 

Water in Liquid Naval Stores, Test for, 1626. 
Distillation Test. 

Asphaltic Products, Cut-Back, 579, 
Bituminous Protective Coatings, Steam Dis- 
tillation, 697. 

Creosote, 837. 

Creosote, Test for Water, 855. 

Dlpentene, 1622, 

Emulsified Asphalts, 586. 

Fabrics, Felted and Woven, Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Hot Extraction of Asphaltic Materials and 
Recovery of Bitumen by the Modified 
Abson Procedure, 1453. 

Kerosine and Similar Petroleum Products, 
1095.,. . 

Lacquer Solvents and Diluents, 1105. 
Naphtha and Similar Petroleum Products, 
1095. 


Petroleum Products and Other Bituminous 
Materials, Test for Water, 626. 

Pine Oil, 1629. 

Rosin, Test for Volatile Oil, 1619, ; 

Solvents Distillation Thermometers, Spec, for, 
1657. 

Tall Oil, 1640. 

Tar Products for Road Treatment, 575 
Thermometers, Spec, for, 1220, 1657. 
Turpentine, 1559. 

White Linseed Oil Paints, 1137 
Distortion Under Heat Test. 

See also Volume Change Test. 

Fireclay Refractories Under Load at High 
Temperatures, 279. 

Douglas Fir. 

See Wood. 

Drain Tile. 

See also Pipe. 

Specifications for, 395. 

Driers, 

Definitions Relating to Paint, Varnish, Lac- 
quer, and Related Products, 1167. 

Liquid Driers, Testing of, 1035. 

Liquid Paint Driers, Spec, for, 1021. 

Drying Oils. 

Definitions Relating to Paint, Varnish, Lac- 
quer, and Related Products, 1167. 

Linseed Oil, Boiled, Spec, for, 1020. 

Linseed Oil, Raw, Spec, for, 1019. 

Oiticica Oil (Permanently Liquid), Spec, for, 
1016, 

Perilia Oil, Raw or Refined, Spec, for, 1018. 
Soybean Oil, Raw, Spec, for, 1017. 

Testing of, 1027. 

Tung Oil, Raw, Spec, for, 1014. , 

Drying Time Test. 

Drjdng Oils, 1027. 

Liquid Driers, 1035. 

Nitrocellulose Clear Lacquers and Lacquer 
Enamels, 1117. ‘ 

Shellac, 1046. 

Traffic Paint, Dry to No-Pick-Up Time, 1583. 
Ductility Test. 

See also Tension Testing, 

Bituminous Materials, 583. 

Dust Palliative. 

Calcium Chloride, Sampling and testing’ of, 
1442. 

Calcium Chloride, Spec, for, 1435. 
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Efflorescence Test* 

Brick, 183. Tentative Revision, 1703. 

Elastic Limit. 

Definitions Relating to Methods of Testing, 
1253, : 

Elongation Test, 

See Ductility Test; Tension Testing. 

Emulsified Asphalts. 

See Asphalts, Emulsified. 

Enamels, 

See also Lacquers. 

Abrasion Resistance by Air Blast Abrasion 
Tester, Test for, 1133. 

Blistering of Paint, Varnish, Lacquer, and 
Related Products on Metal When Subjected 
to Immersion or Other Tests Involving 
Exposure to Moisture or Liquids, Test for 
Evaluating Degree of Resistance to, 1171. 

Changes in Protective Properties of Coatings 
of Paint, Varnish, Lacquer, and Related 
Products on Steel Surfaces when Subjected 
to Immersion, Test for, 1611. 

Consistency Test, 1154. Tentative Revision, 
1715. 

Daylight 45 Degree, 0 Degree Apparent Re- 
flectance of Paint Finishes, Test for, 1592. 

Definitions Relating . to Paint and Related 
Products, 1167. 

Elongation of Attached Lacquer Coatings with 
the Conical Mandreil Test Apparatus, Test 
for, 1124. 

Exposure Tests of Enamels for Exterior Serv- 
ice, Preparation of Steel Panels for, 1601. 

Films of Uniform Thickness on Test Panels, 
Methods for Producing, 1603. 

Lacquers and Lacquer Enamels, Nitrocellu- 
lose Clear, Testing of, 1117. 

Light and Water Exposure Apparatus (Car- 
bon-Arc Type), Recommended Practice for 
Operating, 1614, 

Reactivity of Paint Liquids, Test for, 1041. 

Salt Spray (Fog) Test—see Part I-B, Book of 
A.S.T.M. Standards, p. 773. 

Specular Gloss of Paint Finishes, Test for, 
1587. . 

Steel Panels for Testing Paint and Related 
Products, Preparation of, 1601. 

Erosion of Paint. 

See Paints; Weathering. 


Ester Value Test. 

Lacquer Solvents and Diluents, 1105. 
Tricresyl Phosphate, 1575. 

Ethers. 

Acetate Ester of Ethylene Glycol Mnnoethyl 
Ether (95 to 96 per cent . Grade), Spec, for, 

1078. 

Ethylene Glycol, Mnnobutyi Ether,' Spec, for, 

1079. 

Ethylene Glycol Monoethyl Ether, Spec, for, 
1077. 

Sampling and Testing of, 1105. 

Ethyl Acetate. 

See Acetates; Solvents. 

Ethyl Lactate. 

See Lactates; Solvents. 

Ethylene Glycol. 

See Glycol; Solvents. 

Evaporation Test. 

See Distillation Test; Loss on Heat Test. 
Expansion Joint Fillers. 

Preformed Expansion Joint Fillers for Corn 
Crete, Spec, for, 534. Tentative Revision, 

1708. 

Preformed Expansion Joint Fillers for (Con- 
crete, Testing of, 541. Tentative Revision, 

1709. 

Expansion Test. 

See also Volume Change Test. 

Portland Cement, Autoclave Expansion of, 14. 
Preformed Expansion Joint Fillers for Con- 
crete, 541. Tentative Revision, 1709. 
Extraction, Methods of, 

(Methods of extraction are indexed under the 
materials and subjects covered by them.) 
Extrusion Test. 

Expansion Joint Fillers, Preformed, for Con- 
crete, 541. Tentative Revision, 1709. 

f: 

Facing Tile. 

See Tile. 

Fading Test. 

Glazed Masont}^ Units, 1328. 

Fatty Acids Test. 

Tall Oil, 1640. 

Felt Roofing.",/ 

Asbestos Felts, Asphalt-Saturated and Asphalt- 
Coated, for Built-Up Roofs, Spec, for, 1487. 
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„ , Asbestos FeitSj Asphalt-Saturated, for Water- 
proofing and Built-Up Roofs, Spec, for, 
1485. ’ , ; 

Asphalt-Saturated, for Waterproofing and 
Built-Up Roofs, Spec, for, 715. 

Coal-Tar Saturated, for Waterproofing and 
Built-Up Roofs, Spec, for, 718. 

Fabrics, Felted and Woven, Saturated with 
Bituminous Substances for Waterproofing 
and Roofing, Testing of, 1497. 

Kerosine Number Test of Roofing and Floor- 
ing Felt by the Vacuum Method, 746. 

Roll Roofing, Cap Sheets, and Shingles, As- 
phalt, Testing of, 1504. 

Roofing, Asphalt, Surfaced with Mineral 

Granules, Spec, for, 1490. 

Roofing, Asphalt, Surfaced with Powdered 

Talc or Mica, Spec, for, 1494. 

Shingles, Asphalt, * Surfaced with Mineral 

Granules, Spec, for, 727. 

Siding, Asphalt, Surfaced with Mineral 

Granules, Spec, for, 730. 

Field Moisture Equivalent. 

Soils, Test for, 670. 

Filler. 

Asphalt Filler for Brick Pavements, Spec, for, 
564. 

.'\sphalt Mastic for Waterproofing, Mineral 
Filler, Spec, for, 709. 

Cement Grout Filler for Brick and Stone Block 
Pavements, Spec, for, 528. 

Coal-Tar Pitch for Stone Block Filler, Spec, 
for, 563. 

Definitions Relating to Paint, Varnish, Lac- 
quer, and Related Products, 1167 

Expansion Joint Fillers, Preformed, for Con- 
crete, Spec, for 534. Tentative Revision, 

1708. 

Expansion Joint Fillers, Preformed, for Con- 
crete Testing of, 541. Tentative Revision, 

1709. 

Inspection of Filler at Bituminous Paving 
Plant, Recommended Practice for, 630. 

Mineral Filler for Sheet Asphalt and Bitumi- 
nous Concrete Pavements, Spec, for, 532. 

Mineral Filler, Test for Sieve Analysis, 545. 

Pitch, Coal-Tar, for Stone Block Filler, Spec, 
'for,' 563.' ■■ . 

Tar, Spec, for, 1446. 


Films. 

Films of Uniform Thickness of Paint, Varnish, 
Lacquer, and Related Products on Test 
Panels, Methods for Producing, 1603. 
Soluble Nitrocellulose, 1086. Tentative Revi- 
sion, 1712. 

Filter Block. 

Sampling and Testing Structural Clay Tile, 

201 . 

Vitrified Clay Filter Block for Trickling Fil- 
ters, Spec, for, 1333. 

Fineness Modulus. 

Concrete Aggregates, Spec for, 447. 

Concrete and Concrete Aggregates, Befini 
tions Relating to, 1409. 

Fineness Test. 

See also Sieve Analysis; Particle Size Test, 
Cement, 

Hydraulic, by No, 200 Sieve, 59. 

Portland, by Air Permeability Apparatus, 
1290. 

Portland, by Turbidimeter, 62. 

Gypsum and Gypsum Products, 149. 

Lime, Hydraulic Hydrated for Structural 
Purposes, 92. 

Fire Brick. 

See Refractories. 

Fire Clay. 

See also Refractories. 

Definitions Relating to Refractories, 351. 

Tentative Revision, 1708. 

Ground Fire Clay as a Mortar for Laying-Up 
Fireclay Brick, Spec, for, 275. Tentative 
Revision, 1706. 

Pyrometric Cone Equivalent (P.C.E.) of 
Refractory Materials, Test for, 308. 

Sieve iVnalysis of Refractory Materials, Test 
for, 325.' 

Water Content of Refractory Materials, Test 
for, 325. 

Fire Point. 

See also Flash Point, 

Open Cup Test for Fire Point, 702. 
Thermometers, Spec, for, 1220. 

Fire Test. 

Building Construction and Materials, 1203. 

Tentative Revision, 1716. 

Door Assemblies, 1210. 

Treated Wood, Combustible Properties of by 
the Crib Method, 1215. 
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' Treated Wood, Combustible Properties of by 
the Fire-Tube Metbodj 1652. 

■Fireclay Plastic Refractories. 

See Refractories. 

Fireproofing. 

. „ See Fire Test, 

Fittings., Pipe. 

See Pipe and Piping Materials. 

Flaking of Paint,. 

See Paints; Weathering. 

Flammability Test, 

See Fire Point; Fire Test; Flash Point , 
Flash Point. ■■ 

Open Cup Test/702. 

Tag Closed Tester, 1101. 

Thermometers, 122G. 

Flexure Test. 

See also Crushing Strength Test. 
Air-Setting Refractory Mortar (Wet Type), 
Bonding Strength of, 1369. 

Brick, Modulus of Rupture Test, 183. Ten- 
tative Revision, 1703. 

Building Stone, Natural, Modulus of Elas- 
ticity Test, 223. 

Building Stone, Natural, Modulus of Rup- 
ture Test, 221, 

Concrete, 

Specimens from Hardened Concrete, Meth- 
ods of Securing, Preparing and Testing, 
499. 

Test for Flexural Strength Using Simple 
Beam with Third-Point Loading, 493. 

Test Specimens, Method of Making and 
Curing in Field, 489. 

Test Specimens, Method of Making and 
Curing in Laboratory, 1415, 

Drain Tile, 395. 

Fire Brick, Insulating, 305. 

Glass, 382. 

Gypsum and Gypsum Products, 149. Tenta- 
tive Revision, 1702. 

Insulating Board, Structural, Made from 
Vegetable Fibers, 1358, 

Insulation, Thermal, Preformed Block Type» 
1356. 

Plywood, Veneer, and Other Wood and Wood- 
Base Materials, 1515. 

Refractory Brick and Shapes, Modulus of 
Rupture, 314. 
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. Slate, Modulus of Rupture and Modulus of 
Elasticity, 232. 

Timber, Small Clear Specimens, 774. 

Timbers in Structural Sizes, 80S, 

Float Test. 

Bituminous Materials, 597. 

Floor Tile. 

See Tile, 

Floors. 

Fire Tests of Building Construction and Mate- 
rials, 1203. Tentative Revision, 1716. 

Flow Test. 

See also Consistency Test; Plasticity; 
Viscosity Test. 

Aggregate, Fine, Test for Mortar Specimens 
for Measuring Mortar Making Properties, 

447. ■ 

Bituminous Emulsions, Tests for Films De- 
posited from, 700. ' 

Concrete, Portland-Cement, Flow Table Test, 

496. 

Masonry Cement, 7, 1269. 

Mortar, Portland-Cement, Air Content Test, 

1277. 

Foots Test. 

Drying Oils, 1027. 

Freezing-and-Thawing Test. 

Brick, 183. Tentative Revision,. 1703. 

Drain Tile, 395. 

Emulsified Asphalts, 586. 

Soil-Cement Mixtures, Compacted, 683. 

Structural Clay Tile, 201. Tentative Revi- ! 

sion, 1704. 

Friability Test. 

Aggregate, Coarse, Abrasion by Los Angeles 
Machine, 455, 

Graded Coarse Aggregate, Abrasion by Deval I 

Machine, 537. 

Rock, Abrasion by Deval Machine, S40. 

Furnace Brick. j 

See Refractories. j 

Furring Tile. t 

See Tile. I 

G ’ 

Garnet Lac. 

See Shellac. 

Gillmore Needles. 

Setting Time Test for Hydraulic Cement , 

86 . 
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Glass. 

Chemical Analysis of Glass Sanch Methods of' 
356.: ■ 

Ciiemical Analysis of Soda-Lime Glass, 
Methods of, 362. 

Definition of, 1383. 

' Flexure lasting of, 382. 

. Glass Containers, 

Hydrostatic Pressure Test on, 385. 

' Poiariscopic Examination of, 389. 

, Thermal Shock Test on, 392. 

Strain, Method of Measuring, 382. 

Glazed Masonry Units. 

Sampling and Testing of, 183, Tentative 
Revision, 1703. 

Specifications for, 1328. 

Gloss Test. 

See also Reflectivity. 

Nitrocellulose Clear Lacquers and Lacquer 
Enamels, 1117. 

Paint Finishes, Daylight 45 Degree, 0 Degree, 
Apparent Reliectance of, 1592. 

Specular Gloss of Paint Finishes, 1587. 

Glycol. 

Acetate Ester of Ethylene Glycol Monoethyl 
Ether (95 to 96 per cent Grade), Spec, for, 
1078. 

Ethylene Glycol Monobutyl Ether, Spec, for, 
1079. 

Ethylene Glycol Monoethyl Ether, Spec, for, 
1077. 

Sampling and Testing of, 1105. 

Gold Bronze Powder. 

Gold Bronze Powder, Spec, for, 916. 

Graded Coarse Aggregate. 

See Gravel. 

Gravel. 

See also Aggregates. ' 

Abrasion Test by Deval Machine, 537.. 

Abrasion Test by Los Angeles Machine, 
455. 

Absorption Test, 470. 

Bituminous Concrete Base and Surface 
Courses of Pavements, Gravel for, Spec, for, 
1432. 

Clay Lumps, Test for, 460. 

Concrete Aggregates, Spec, for, 447. 

Definitions Relating to Concrete and Con- 
crete Aggregates, 1409. , , 


Material Finer than No. 200 'Sieve, Test for, 

458. 

Sampling Gravel for Highwav Materials, 

1437. 

Sieve Analysis, Test for, 467. 

Soundness by Sodium Sulfate or Magnesium 
Sulfate, Test for, 1400. 

Specific Gravit}^ Test for, 470. 

Stabilized Base Course, Materials for,- Spec, 
for, 1428, 

Stabilized Surface Course, Materials for, Spec, 
for, 1430. 

Standard Sizes for Highway Construction, 
Spec, for, 1426. 

Unit Weight, Test for, 474. 

Voids, Test for, 476. 

W'ater-Bound Macadam Base and Surface 
Courses of Pavements, Gravel for, Spec, 
for, 520. 

Gravity 

See Specific Gravity Test. 

Grit* 

See also Coarse Particles. 

Mica Pigment, Methods of Analysis of, 941. 

Grout, 

Bituminous Grout for W'aterproofing Above ^ 
Ground Level, Spec, for, 711. 

Bituminous Grout for Waterproofing Below 
Ground Level, Spec, for, 713. 

Bituminous Mastics, Grouts and Like 
Mixtures, Testing of, 733. 

Cement Grout Filler for Brick and Stone 
Block Pavements, Spec, for, materials for, 
528, 

Guarded Hot Plate Test. 

Thermal Conductivity of Materials, 249. 

Gypsum. 

Definitions Relating to Gypsum, 163, 1320. 
Dental Plasters, Calcined Gypsum for, Spec. 

for, 138. Tentative Revision, 1702. 

Fire Tests of Building Construction and 
Materials, 1203. Tentative Revision, 1716. 
Keene’s Cement, Spec, for, 136. 

Lath, Spec, for, 142, 

Molding Plaster, Spec, for, 132. 

Partition Tile or Block, Spec, for, 146. 
Plasters, Spec, for, 129. 

Pottery Plaster, Spec, for, 134. 

Sand for Plaster, Spec, for, 108. 

Sheathing Board, Spec, for, 144. 
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Gypstsni (ConUnued) . 

' Specifications fois 127., 

Testing Gypsum and G3^psuiii Products, 
149. Tentative Revision, 1702. , 

Wall Board, Spec, for, 140. 

H 

Hardness Test* ' 

Plywood, Veneer, and Other Wood, and 
Wood-Base Materials, 1515. 

Timber, Small Clear Specimens, 774. 

Timbers in Structural Sizes, 805. 

Verification of Testing Machines, 1244. 

Heat of Hydration Test. 

Portland Cement, 1297. 

Heat, Transmission. 

See also Thermal Conductivity 'Test; 
Thermal Insulating Materials; Re- 
fractories. 

Symbols for Heat Transmission, 353. 
Heating Test. 

Drjdng Oils, 1027. 

Hydrated Lime for Varnish Manufacture, 

101 . 

Hiding Power Test. 

Definitions Relating to Paint, Varnish, 
Lacquer, and Related Products, 1167. 
Paints, 1156. 

Pigments, White, in Linseed Oil Vehicle, 
992. 

High-Early-Strength Cement. 

See Cement. 

High-Temperature Service Materials. 

See also Refractories; Thermal Insulating 
Materials. 

Thermal Insulating Cement, 

Asbestos, Spec, for, 1343. 

Diatomaceous Silica, Spec, for, 1351. 
Expanded or Exfoliated VermicuHte, Spec, 
for, 1348. 

Magnesia, 85 per cent, Spec, for, 1341. 
Mineral Wool, Spec, for, 1345. 

Hollow Tile. 

See Tile. 

Homogeneity Test. 

Nitrocellulose Clear Lacquers and ' Lacquer 
Enamels, 1117. 

Hydrated Lime. 

See Lime. 

Hydraulic Cement. 

‘See Cement. 


Hydraulic Lime. 

See also Cement. 

Definitions Relating to Lime, 1319. 

Hydraulic Hydrated Lime for Structural 
Purposes, Spec, for, 92. 

Hydrochloric Acid Soluble Matter. 

Diatomaceous' Silica, Pigment, Metho,ds.. of 
Analysis of, 936. 

Hydrogen Ion Concentration Test. 

See also Neutralization Test. 

Barium Sulfate Pigments, 932. 

Black Synthetic Iron Oxide, 1542. 

pH of Aqueous Solutions, Determination of 
with the Glass Electrode, 1673. 

Venetian Red, 1550. 

Yellow Iron Oxide, Hydrated, 1552. 

Hydrostatic Pressure Test. 

Concrete Irrigation Pipe, 439. 

Concrete Sewer Pipe, 410. 

Glass Containers, 385. 

Hygroscopic Moisture. 

Pigments, Test for Hygroscopic Moisture, 
996. 

Soils, Method of Mechanical Analysis, 652. 
Tentative Revision, 1710. 

I 

Immersion Test. 

Blistering of Coatings of Paint, Varnish, 
Lacquer, and Related Products on Metal, 
Test for Evaluating Degree of Resistance 
to, 1171. 

Changes in Protective Properties of Coatings 
of Paint, Varnish, Lacquer, and Related 
Products on Steel Surfaces When Sub- 
jected to Immersion, Test for, 1611. 

Impact Test. 

Fireclay Plastic Refractories, Test for Work- 
ability Index, 299. Tentative Revision, 
1707. 

Rock, Test for Toughness, 547. 

Timber, Small Clear Specimens, 774. 

Imperviousness Test. 

Glazed Masonry Units, 1328, 

Incinerator Materials. 

See also Refractories. 

Air-Setting Refractory Mortars (Wet Type), 
^pec. for, 1362. 

Fireclay Plastic Refractories for Boiler and 
Incinerator Services, Spec, for, 267. Tenta- 
tive Revision, 1705. 
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Refractories for Incmerators, Spec, for,: 269. 
Tentative Revision, 1705, . 

Indentation Test. 

■ See also Hardness Test; Penetration Test. 

Asphalt Plank, Spec, for, 566. 

Industrial Aromatic Hydrocarbons, 

For specifications ' and methods of test for 
, indtistrial' aromatic hydrocarbons, see Part 
, , III- A, Book of,A.S.T.M. Standards. 
Insoluble Matter Test. 

Bitumen, ' 570. 

Creosote, 843. 

Dry Red Lead, 951. 

Drying Oils, 1027. 

Shellac, 1046. 

Toluene Insoluble Solid Matter in Rosin 
(Chiefly Sand, Chips, Dirt, and Bark) 
1202. 

White Linseed Oil Paints, 1137. 

White Pigments, 955, 

Yellow and Orange Pigments Containing 
Chromium Compounds, Blue Pigments, 
and Chrome Green, 968. 

Yellow, Orange, Red, and Brown Pigments 
Containing Iron and Manganese, 978. 
Insulating Fire Brick. 

See Refractories. 

Iodine Number Test. 

Drying Oils, 1027. 

Shellac, 1046. 

White Linseed Oil Paints, 1137. 

Iron Blue. 

See also Pigments. 

Chemical Analysis of Blue Pigments and 
Chrome Green, Methods of, 968. 
Specifications for, 890. 

Iron Hydroxide and Oxide. 

See also Pigments. 

Black Synthetic Iron Oxide, Spec, for, 1542. 
Chemical Analysis of Pigments Containing 
Iron and Manganese, Y'ellow, Orange, Red, 
and Brown, Methods of, 978. 

Iron Oxide Pigments, Red and Brown, Spec, 
for, 1544. 

Ocher, Spec, for, 888. 

Sienna, Burnt, Spec, for, 1549; 

Sienna, Raw, Spec, for, 1548. 

Umber, Burnt, Spec, for, 1547. 

• Umber, Raw, Spec, for, 1546. 

Venetian Red, Spec, .for, 1550. 


Yellow Iron Gxide^ Hydrated, Spec.' for, 

1552. 

Irrigation Pipe. 

Concrete Irrigation Pipe, Spec, for, 439. 

Isopropyl Acetate, 

See Acetates; Solvents, 

Isopropyl AleoboL 

See Alcohol; Solvents, 

. J 

Japan Driers. 

Liquid Driers, Testing of, 1035. 

Liquid Paint Driers, Spec, for, 1021. 

Joist. 

Static Tests of Timbers in Structural Sizes, 
805. 

Structural Wood Joist and Plank, Beams, and 
Stringers, Spec, for, 751. 

Jute. 

Felted and Woven Fabrics Saturated with 
Bituminous Substances for Waterproofing 
and Roofing, Tests for, 1497. 

K 

Kauri Reduction Test* 

Oleotesinous Varnishes, 1060. 

Keene’s Cement. 

Definitions Relating to Gypsum, 163, 1320. 

Gypsum and Gypsum Products, Tests for, 
149. 

Specifications for, 136. 

Kerosine Number. 

Roofing and Flooring Felt, Test for, by the 
Vacuum Method, 746. 

Kinematic Viscosity. 

Conversion of Kinematic to Saybolt Furol 
Viscosity, Method for, 620. 

L 

Lacquers. 

See also Solvents. 

iVbrasion Resistance by Air Blast Abrasion 
Tester, Test for, 1133. 

Blistering of Coatings of Paint, Varnish, 
Lacquer, and Related Products on Metal 
When Subjected to Immersion or Other 
Tests Involving Exposure to Moisture or 
Liquids, Test for Evaluating Degree of 
Resistance to, 1171. 

Cellulose Acetate, Testing of, 1572. 

Changes in Protective Properties of Coat- 
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ings of Pairit, Varnish, Lacquer, and 
Related Products on Steel Surfaces When 
Subjected to Immersion, Test for, 1611. 

Coarse Particles in Pigments, Pastes, and 

, Paints, Tests for, 988. 

Daylight 45 Degree, 0 Degree Apparent Re- 
flectance of Paint Finishes, Test for, 1592. 

Definitions Relating to Paint, Varnish, 
Lacquer, and Related Products, 1167. 

Elongation of Lacquer Coatings by Conical 

, Mandrel Test , 1 1 24. ■ ' 

Ester Value of Tricresyl Phosphate, Test for, 

::..!S75. 

Films of Uniform Thickness on Test Panels, 
Methods for Producing, 1603. 

Flash Point Test by Tag Closed Tester, 1101. 

Lacquer Solvents and Diluents, Sampling 
and Testing of, 1105, 1575. 

Light and Water Exposure Apparatus 
(Carbon- Arc Type) , Recommended Practice 
for Operating, 1614. 

Nitrocellulose Clear Lacquers and Lacquer 
Enamels, Testing of, 1117. 

Reactivity of Paint Liquids, Test for, 1041. 

Salt Spray (Fog) Test — see Part I-B, Book of 
A.S.T.M. Standards, p. 773. 

Specular Gloss of Paint Finishes, Test for, 

1587 . 

Tricresyl Phosphate, Ester Value of, Test for, 
1575, 

Water in Lacquer Solvents and Diluents, 
Test for, 1105. 

Lacs. 

See Shellac. 

Lactates. 

Ethyl Lactate, Synthetic, Spec, for, 1076. 

Sampling and Testing of, 1105. 

Laminated Materials. 

Plywood, Veneer, and Other Wood and Wood- 
Base Materials, Testing of, 1515. 

Lampblack. 

See also Pigments. 

Acetone Extract in Dry Lampblack, Test for, 
921. 

Specifications for, 880. 

Lath. 

Definitions Relating to Gypsum, 163, 1320. 

G373sum and Gypsum Products, Testing of, 
149. 


Gypsum Lath, Spec. for,. 142. ,, 

Lead Pigments. 

■ See also Pigments, 

Blue Lead; Basic : Sulfate, .Spec, for, 886. ' , 
Lead Titanate, Spec, for, 872. 

Red Lead, Dry,. Methods of, 951. 

Red Lead, Spec, for, 904. 

White Lead, Basic Carbonate, Spec, for, 

■ ■ 868 . ■ ' ‘ ■ . 

White Lead,. Basic Sulfate, Spec, 'for, "870. m. i 
. White Pigments, Methods of, 955. Tentative 
Revision, 1712. 

Zinc Oxide, Leaded, Spec, for, 864. 

Le Chat elier Flask. 

Specific Gravity of Hydraulic Cement, Test 
for, 78. 

Length Measurement. 

Concrete Cores, Drilled, Test for, 504. 

Light Sensitivity Test. 

Traffic Paint, 1129. 

Lightweight Aggregate. 

See also Aggregates. 

Lightweight Aggregates for Concrete, Spec, 
for, 452. 

Lignite. 

See Coal. : 

Lime. 

Chemical Analysis of Limestone, Quicklime, 
and Hydrated Lime, Methods of, 114. 
Tentative Revision, 1 701. 

Definitions Relating to Lime, 126, 1319. 
Hydrated Lime for, 

Cooking of Rags in Paper Manufacture, 
Spec, for, 97. 

Masonry Purposes, Spec, for, 1308, 
Normal Finishing, Spec, for, 1304. 

Silica Brick Manufacture, Spec, for, 105. 
Special Finishing, Spec, for, 1306. 

Textile Industry, Spec, for, 1103, 

Varnish Manufacture, Spec, for, 101. 
Water Treatment, Spec, for, 106. : 

Hydraulic Hydrated Lime, 

Fineness by the .No. 200 Sieve, Test Tor, 
59. . 

for Structural Purposes, Spec, for, 92. 
Normal Consistency of Test for, 70. 
Time of Setting b}' the Vicat or Gillraore 
Needles, Test for, 86. 

Lime Putty, Preparation of, 90. 
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Physical Tests for Quicklime and Hydrated 

. ’ i. Lime, 1310 / ■ ' 

Quicklime . for 

Cooking ' of. Rags in Paper , Manufacture, 
Spec, for, 97. 

Silica lirick Manufacture, Spec, for, 105. 
Structural, Purposes, Spec for, ,90. 

Sulfite Pulp . Manufacture, Spec, for, 99. 
T€,xtiie Industry, Spec, for, 103. 

^ . Water Treatment,' Spec.' for, 106. ' 

Sampling, Inspection, Packing, and Marking 
of Quicklime and Lime Products, 110. 

Sand for Plaster, Spec, for 108. 

Limestone. 

See Building Stone, Natural; Lime. 
Linseed Oil. : , ^ ■ 

See also Drying Oils. 

Boiled Linseed Oil, Spec, for 1020. 

Drying Oils, Tests for, 1027. 

Oil Absorption of Pigments, Test for, 998. 

Raw Linseed Oil, Spec, for, 1019. 

Liquid Driers. 

Methods of Testing, 1035. 

Specifications for, 1021, 

Liquid Limit Test. 

Soils, 662 
Lithopone, 

See also Pigments. 

Chemical Analysis of White Pigments, 
Methods of, 955. Tentative Revision, 
1712. 

Zinc Sulfide Pigments, Spec, for, 866. 

Los Angeles Abrasion Test. 

Coarse Aggregate, 455 
Loss on Heat Test. 

See also Distillation Test. 

Aluminum Powder and Paste, 923. 

Aluminum Silicate Pigment, 928. * 

Asphalt Roll Roofing, Cap Sheets, and 
.Shingles, 1504. 

Barium Sulfate Pigments, 932 
Diatomaceous Silica Pigment, 936. 

Drying Oils, 1027. 

Fabrics, Felted and Woven, Saturated with 
Bituminous Su]}stances for Use in Water- 
proofing and Roofing, 1497. 

Hygroscopic Moisture (and Other Matter 
Volatile Under the Test Conditions) in 
Pigments, 996. 

Lacquer Solvents and Diluents, 1105. 


Limestone, Quicklime and Hydrated Lime, 

114. 

Liquid Driers, 10.35. 

Magnesium Silicate Pigment, 938. 

Mica Pigment, 941 

Nitrocellulose Clear Lacquers and Lacquer 
Enamels, 1117. 

Oil and Asphaltic Compounds, 1457. 
Oleoresinous Varnishes, 1060. ’ 

Refractory Materials, 328. 

Residue of Specified Penetration, 602. 
Shellac, 1046. 

Thermometers, 1220. 

W'hite Linseed Oil Paints, 1137. 

Yellow and Orange Pigments Containing 
Chromium Compounds, Blue Pigments, 
and Chrome Green, 968. 

Yellow, Orange, Red, and Brown Pigments 
Containing Iron and Manganese, 978. 
Lumber. 

See Wood. 

■ m 

Macsidam Paving Materials. 

See Asphalt; Bituminous Concrete and 
Macadam; Slag; Stone; Tar. 

Magnesia Insulation. 

See Thermal Insulating Materials. 
Magnesium Pigments. 

See also Pigments. 

Magnesium Silicate Pigment, Methods of 
Analysis of, 938. 

Titanium Dioxide Pigments, Spec, for, 873. 
1538. 

Zinc Sulfide Figments, Spec, for, 866. 
Magnesium Sulfate Test. 

Soundness of Aggregates, 1400. 

Marble. 

See Building Stone, Natural. 

Masonry Cement. 

See also Cement. 

Specifications for, 7, 1269. 

Masonry Concrete Units. 

See Concrete Masonry Units. 

Masonry Lime. 

See also Lime. 

Hydrated Lime for Masonry Purposes, Spec, 
for, 1308. 
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Masonry Mortar. 

Aggregate for Masonry Mortar, Spec, for, 
238. 

Air Content (Volumetric) of Freshly Mixed 
Concrete, Test for, 1411. , ■ 

■ ^Mortar for Reinforced Brick Masonry,- Spec, 
for, 1338. 

Sampling Fresh Concrete, Method of, 506. 

Mass Color. 

Color Pigments, Test for Mass Color and 
Tinting Strength, 1010. 

Mastic, Bittiniinous. 

Asphalt Mastic for Waterproofing, Asphalt 
Cement, Mineral Filler, Mineral Aggregate, 
Spec, for, 709. 

Bituminous Mastics, Grouts, and Like 
Mixtures, Testing of, 733. 

Bituminous Materials, Test for Penetration, 
600. 

Mechanical Analysis. 

See Sieve Analysis, 

Mercuric Oxide. 

Chemical Analysis of Dry Mercuric Oxide, 
Methods of, 948. 

Toxic Ingredients in Anti-Fouling Paints, 
Spec, for, 919. 

Methods of Testing. 

(Methods of testing are indexed under the 
materials and subjects covered by them.) 

Methoxyl Method. 

Vinsol Resin in Portland Cement, Test for, 
17. 

Methyl Ethyl Ketone. 

Sampling and Testing of, 1105. 

Specifications for, 1082. 

Mica. 

Asphalt Roofing Surfaced with Powdered 
Talc or Mica, Spec, for, 1494. 

Expanded or Exfoliated Vermiculite Thermal 
Insulating Cement, Spec, for, 1348. 

Pigment, Spec, for, 879. 

Sieve Analysis of Nongranular Mineral 
Surfacing for Asphalt Roofing and Shingles, 
Test for, 743. 

Mica Pigment. 

See also Pigments. 

Methods of Analysis, 941. 

Specifications for, 879. 

Mineral/Fiiler. ^ ' ■ ; 

See Aggregates; Filler; Sand. ■ 


Mineral Spirits., 

Petroleum Spirits (Mineral Sp)irits), Spec, for, 

1025. 

Mineral Surfacing Materials. ■ 

See also Roofing. 

Granular Mineral Surfacing for Asphalt 
Roofing and. Shingles, Test for Sieve Analy- 
sis, 740. 

Nongranular Mineral Surfacing for : Asphalt 
Roofing and Shingles, Test for Sieve- 
Analysis, 743. 

Mineral Wool. 

See Thermal Insulating Materials. 

Miscibility With Oil Test. 

Liquid Driers, 1035. 

Miscibility With Water Test. 

Emulsified Asphalts, 586. 

Mobility. 

Definitions Relating to Rheological Properties, 
1261. 

Modulus of Elasticity. 

See also Compression Testing; Tension 
Testing. 

Definitions Relating to Methods of Testing, 
1253. 

Natural Building Stone, 223, 

Slate, Method of Flexure Testing, Modulus 
of Elasticity, 232. 

Modulus of Rupture. 

See Flexure Test. 

Moisture Test. 

See also Blistering; Conditioning; Im- 
mersion Test; Rusting; Water, Test 
for in. 

Aggregate, Fine Surface Moisture in, 1406. 

Aluminum Silicate Pigment, 928. 

Barium Sulfate Pigments, 932. 

Blistering of Coatings of Paint, Varnish, 
Lacquer, and Related Products on Metal 
When Subjected to Immersion or Other 
Tests Involving Exposure to Moisture or 
Liquids, Test for Evaluating the Degree 
of Resistance to, 1171. 

Cellulose Acetate, 1572. 

Diatomaceous Silica Pigment, 936. 

Dipentene, 1622. 

Fabrics, .Felted and Woven, Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Hygroscopic Moisture in Pigments, 996. 
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Limestone^. Quicklime, and Hydrated Lime, 
IIL . 

. Magnesium ' Silicate Pigment,. 938. 

Mica Pigment, 941. 

Pine Oil, :1629. 

Shellac,. 1046. ■ 

.Soils, ... 

Centrifuge Moisture .Eqmva,lent, 667. 
Field ' Moisture Equivalent, 670. 
Freezing-and-Thawing Test of Soil-Cement 
Mixtures, 683. 

Liquid Limit, 662, 

Mechanical Analysis, 652. Tentative Re- 
vision, 1710. 

Moisture-Density Relations of, 1466. 
Moisture-Density Relations of Soil-Cement 
Mixtures, 676. 

Plastic Limit, 665. 

Plasticity Index, 665. 

Shrinkage Factors Test, 672. 
Wetting-and-Drying Test of Soil-Cement 
Mixtunjs, 679. 

Surface Moisture in Fine i\ggregate, 1406. 
Tall Oil, 1640. 

Wood, 

Plywood, Veneer, and Other Wood and 
Wood-Base Materials, 1515. 

Small Clear Specimens of Timber, 774. 
Structural Sizes, 805. 

White Pigments, 955. 

Yellow and Orange Pigments Containing 
Chromium Compounds, Blue Pigments, 
and Chrome Green, 968. 

Mortar. 

Aggregate for Masonry Mortar, Spec, for, 
238. 

Air Content (Volumetric) of Freshly Mixed 
Concrete, Test for, 1411. 

Air-Setting Refractory Mortar (Wet Type), 
Bonding Strength Test, 1369. 
for Boiler and Incinerator Service, Spec, 
for, 1362. 

Refractoriness Test, 1371. 

Compressive Strength of Hydraulic- Cement 
Mortars, Test for, 52. Tentative Revision, 
1701. . 

Fine Aggregate, Test for Measuring Mortar- 
, Making Properties of, 464. 

Mortar for Reinforced Brick Masonry, Spec, 
for, 1338. 


Portiand-Cement Mortar, Air Content of, 

l^st for, 1277. 

Sampling Fresh Concrete, Method of, 506. 
Tensile Strength of Hydraulic-Cement 
Mortars, Test for, 80. 

N ' 

Naphtha. 

Distillation of Naphtha and Similar Petroleum 
Products, Test for, 1095. 

Sampling and Testing, 1105. 

Xylene or Solvent Naphtha, Industrial, Spec, 
for, 1085 

Natural Building Stone. 

See Building Stone, Natural. 

Natural Cement. 

See Cement. 

Naval Stores. 

Dipentene, Sampling and Testing of, 1622. 
Pine Oil, Sampling and Testing of, 1629. 
Pine Tars and Pine-Tar Oils, Sampling and 
Testing of, 1633. 

Rosin, 

ikcid Number, Test for, 1199, 1617. 
Sampling and Grading, 1194. 

Saponification Number, Test for, 1200. 
Softening Point by Ball and Shouldered 
Ring, Test for, 1679. 

Toluene, Insoluble Solid Matter, Chiefly 
Sand, Chips, Dirt, and Bark, Test for, 
1202. 

Volatile Oil in, Test for, 1619. 

Tail Oil, Definitions of, 1648. 

Tall Oil, Testing of, 1640. 

Turpentine, Sampling and Testing of, 1559. 
Turpentine, Spirits, Spec, for, 1023. 

Water in Liquid Naval Stores, Test for, 
1626. 

Neutralization Test. 

Cellulose Acetate, 1572. 

Drying Oils, 1027. 

Lacquer Solvents and Diluents, 1105. 
Oleoresinous Varnishes, 1060. 

Petroleum Spirits (Mineral Spirits), 1025. 
Pigments, Test for Acidity, 922. 

Pigments, Test for Alkalinity, 922. 

Pine Tars and Pine-Tar Oils, 1633. 

Rosin, 1199, 1617. 

TaU on, 1640. 

Yellow, Orange, Red, and Brown Pigments 
Containing Iron and Manganese, 978. 
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Nitrocellulose. 

Abrasion Resistance by Air Blast Abrasion 
: Tester, Test; for, 1133. „ ' 

Nitrocellulose Clear Lacquers and Lacquer 
' Enamels, Testing of, 1117. 

Soluble Nitrocellulose Base Solutions, Test- 
ing of, 1120. 

Soluble Nitrocellulose, Spec, and Tests for, 
1086. Tentative Revision, 1711. 
Thermometers for Stability Test of, Spec, for, 

: 1220 . , 

Nomenclature. 

See Definitions; Symbols. 

Normal Consistency Test. 

See Consistency Test. 

o 

Oak. 

See Wood. 

Ocher. 

Chemical Analysis of Yellow, Orange, Red, 
and Brown Pigments Containing Iron and 
Manganese, Methods of, 978. 
Specifications for, 888. 

Tinting Strength and Mass Color of Dry 
Color Pigments Test for, 1010. . 

Odor Test. 

Dipentene, 1622. 

Lacquer Solvents and Diluents, 1105, 1575. 
Turpentine, 1559. 

Oiticica Oil. 

Drvung Oils, Tests for, 1027. 

Oiticica Oil (Permanently liquid), Spec, for, 
1016. 

Oleoresinous Varnishes. 

See Varnishes. 

Opacity Test. 

Glazed Masonry Units, 1328. 

Organic Impurities Test. 

Coal and Lignite in Sand, 462. 

Sands for Concrete (includes color chart), 
466. 

Organic Solvents. 

See Solvents. 

P 

Paint Driers 
See Driers. 

Paint Thinners. 

See also Naval Stores; Solvents. 


Flash Point by Tag Closed Tester, Test for, 
llOL 

Petroleum Spirits (Mineral Spirits), Spec, for, 

1025. 

- Turpentine, Sampling and Testing of, 1559, 

Tuipentine, Spec, for, 1023. 

Paint Vehicles, 

See Drying Oils. 

Paints. 

See also Drying Oils; Enamels; Lacquers; 
Naval Stores; Paint Thinners; Pig- 
ments; Shellac; Traffic Paint; 
Varnishes. 

Abrasion Resistance by Air Blast Abrasion 
Tester, Test for, 1133. 

Anti-Fouling Paints, Toxic Ingredients in 
(Dry Cuprous and Mercuric Oxides), 
Spec, for, 919. 

Blistering of Coatings of Paint, Varnish, 
Lacciuer and Related Products on Metal 
When Subjected to Immersion or Other 
Tests Involving .Exposure to Moisture or 
Liquids, Test for Evaluating Degree of 
Resistance to, 1171, 

Carbon Arc Accelerated Weathering Unit, 
Recommended Practice for Characteristics 
of, 1684. 

Chalking of Exterior Paints of Linseed-Oil 
Type, Method of Evaluating Degree of 
Resistance to, 1175, 

Changes in Protective Properties of Coatings 
of Paint, Varnish, Lacquer, and Related 
Products on Steel Surfaces When Sub- 
jected to Immersion, Test for, 1611. 

Checking of Exterior Paints of Linseed-Oil 
Type, Method of Evaluating Degree of 
Resistance to, 1177, 

Coarse Particles in Paints, Tests for, 988. 

Consistency of Exterior House Paints and 
Enamel Type Paints, Test for, 1154. 
Tentative Revision, 1715. 

Cracking of Exterior Paints of Linseed-Oil 
Type, Method of Evaluating Degree of 
Resistance to, 1180. 

Daylight 45 Degree, 0 Degree Apparent 
Reflectance of Paint Finishes, Test for. 
1592. 

Definitions Relating to Paint, Varnish, Lac- 
quer, and Related Products, 1167. 

Erosion of Exterior Paints of Linseed-Oil 
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Type, Method of Evaluating Degree of 

Resistance to, 1183. 

Films of Uniform Thickness on Test Panels, 
Methods for Producing, 1603. 

Flaking (Scaling) of Exterior Paints of the 
Linseed-Oil Type, Method of Evaluating 
Degree of Resistance to, 1597. 

Hiding Power of Paints, Test for, 1156. 
Light and Water Exposure Apparatus (Car- 
bon-Arc Type) Recommended Practice for 
Operating, 1614. 

Liquid Paint Driers, Spec, for, 1021. 
Protective Properties, Changes in, of Coatings 
of Paint, Varnish, Lacquer, and Related 
Products on Steel Surfaces When Subjected 
to Immersion, Test for, 1611. 

Reactivity of Paint Liquids, Test for, 1041. 
Rusting, Evaluating Degree of Resistance to, 
Obtained with Paint on Iron or Steel 
Surfaces, Method for, 1186. 

Salt Spray (Fog) Test — see Part I-B, Book of 
A.S.T.M. Standards, p. 773. 

Spectral Characteristics and Color of Objects 
and Materials, Test for, 1159. 

Specular Gloss of Paint Finishes, Test for, 
1587. 

Steel Panels, Preparation of, for Exposure 
Tests of Enamels for Exterior Service, 
1601. 

Traffic Paint, 

Bleeding, Evaluating Degree of Resistance 
to, 1581. 

Dry to No-Pick-Up Time, Test for, 1583. 
Light Sensitivity, Test for, 1129. 
Resistance to Abrasion, Erosion, or a 
Combination of Both, in Road Service 
Tests, Method of Evaluating Degree of, 
1577. 

Road Service Tests, Method of Conducting, 
1131. 

Settling, Evaluating Degree of, 1585. 
White Linseed Oil Paints, Methods of Chemi- 
, cai Analysis, 1137. 

Wood Panels for. Weathering Tests of Paints 
and Varnishes, Spec, for, 1594. 

Paper. ' 

Hydrated Lime for Cooking of Rags in 
Paper Manufacture, Spec, for, 97. 
Kerosine Number of Roofing and Flooring 


-Felt by \ the Vacuum Method, Test "lor, 

■ 746. 

Quicklime for, 

Cooking of Rags in Paper Manufacture, 
Spec, for, 97. 

Sulfite Pulp Manufacture, Spec, for, 99. 
Waterproof Paper for Curing Concrete, 
Spec, for, 1420. 

Para Red. 

See also Pigments. 

Chemical Analysis of Yellow, Orange, Red, 
and Brown Pigments Containing Iron and 
Manganese, Methods of, 978. 

Reduced Para Red, Spec, for, 906. 

Toner, C. P. Para Red, Spec, for, 908. 
Particle Size Test. 

See also Sieve Analysis. 

Particle Size Distribution of Subsieve Size 
Particulate Substances. 1668. 

Portland Cement, Test for Fineness by Air 
Permeability Apparatus, 1290. 

Portland Cement, Test for Fineness by Tur- 
bidimeter, 62. 

Soils, Method of Mechanical Analysis, 652. 
Tentative Revision, 1710. 

Partition Tile. 

See Tile. 

Pat Test. 

Hydraulic Cement, Test for Soundness Over 
Boiling Water, 75. 

Hydrated Lime, Physical Testing of (for 
Soundness), 1310. 

Paving Materials. 

See Aggregates; Asphalt; Asphalt, Emulsi- 
fied; Bituminous Concrete and 
Macadam; Block; Brick; Cement; Con- 
crete; Gravel; Sand; Slag; Soils; Stone; 
Tar. 

Paving Plant Inspection. 

Bituminous Paving Plant Inspection, Recom- 
mended Practice for, 630. 

Penetration Test. 

See also Absorption Test; Consistency 
Test; Hardted Test; Indentation Test. 
Bituminous Materials, 600. 

Residue of Specified Penetration, Test for, 

602. 

Perilla Oil. 

Drying Oils, Tests for, 1027. 

Raw or Refined, Spec, for, 1018. 
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PermissiMe Yariations in Standards. 
Numerical Requirements in Standards, Recom- 
mended Practices for Designation of, 
', 1686 .^ 

Petroleum Spirits. 

Specifications for, 1025, 
pH Value. 

See Hydrogen Ion Concentration Test. 
PhenoiSj Free. 

Lacquer Solvents and Diluents, Testing of, 
1105. , 

Phthalic Anhydride. 

Alkyd Resin Solutions, Test for Phthalic 
Anhydride Content of, 1567. 

Pigments. 

See also Paints. 

Acidity or Alkalinity of Pigments, Test for, 
922. 

Black Pigments, 

Blue Lead; Basic Sulfate, Spec, for, 886. 
Bone Black, Dry, Test for Acetone Extract, 
921. 

Bone Black, Spec, for, 882. 

Carbon Black, Spec, for, 884. 

Iron Oxide, Black Synthetic, Spec, for, 
1542. 

Lampblack, Dry, Test for Acetone Extract 
of, 921. 

Lampblack, Spec, for, 880. 

Bleeding of Pigments, Test for, 986. 

Blue Pigments. 

Chemical Analysis of, Methods of, 968. 
Iron Blue, Spec, for, 890. 

Ultramarine Blue, Spec, for, 892. 

Coarse Particles in Pigments, Pastes, and 
Paints, Tests for, 988. 

Cuprous Oxide, Dry, in Anti-Fouling Paints, 
Spec, for, 919. 

Cuprous Oxide, Dry, Method of Chemical 
Analysis of, 944. 

Definitions Relating to Paint, Varnish, 
Lacquer, and Related Products, 1167. 
Green Pigments, 

Chrome Green, Methods of Chemical 
Anal}^sis of, 968. 

Chrome Green, Pure, Spec, for, 894. 
Chrome Green, Reduced, Spec, for, 896. 
Chrome Oxide Green, Spec, for, 898. 
Hiding Power, Dry, of Paints, Test for, 
1156. 


Hiding Power, Dry, of White Pigments in a 
Linseed Oil Vehicle, Test for, 992. 
Hygroscopic Moisture in Pigm,ents, Test for, 
996, 

Mass • Color of Color Pigments, Test for, 

1010. 

Mercuric Oxide, Dry, in .Anti- Fouling Paints, 
Spec, for, 919. 

Mercuric Oxide, Dry, Method of Chemical 
Analysis of, 948. 

Metallic Pigments, 

Aluminum Pigment Paste for Paint, Spec, 
for, 914. 

Aluminum Powder and Paste, Methods, of 
Sampling and Testing, 923. 

Aluminum Powder for Paints, Aluminum 
Bronze Powder, Spec, for, 912. 

Gold Bronze Powder, Spec, for, 916. 

Zinc Dust (Metallic Zinc Powder), Methods 
of Chemical Analysis of, 983. 

Zinc Dust (Metallic Zinc Pow^der), Spec, 
for, 918. 

Mineral Iron Oxide Pigments, 

Chemical Analysis of, Methods of, 978. 
Ocher, Spec, for, 888. 

Red and Brown, Spec, for, 1544. 

Sienna, Burnt, Spec, for, 1549. 

Sienna, Raw, Spec, for, 1548. 

Umber, Burnt, Spec, for, 1547. 

Umber, Raw^ Spec, for, 1546. 

Venetian Red, Spec, for, 1550. i 
Oil Absorption of Pigments, Test for, 998. 
Particle Size Distribution of Subsieve Size 
Particulate Substances, Test for, 1668. 
pH of Aqueous Solutions with the Glass 
Electrode, Determination of, 1673, 

Red Pigments, 

Para Red, Reduced, Spec, for, 906. 

Para Red Toner, C. P., Spec, for, 908. 
Red Lead, Dry, Methods of Chemical 
Analysis of, 951. 

Red Lead, Spec, for, 904. 

Toluidine Toner, C. P., Spec, for, 910, 
Sieves for Testing Purposes, Spec, for, 1237. 
Specific Gravity of Pigments, Tests for, 999. 
Tinting Strength of Color Pigments, Test 
for, 1010. 

Tinting Strength of White Pigments, Test 
for, 1006. 
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WliitC' Pigments, ^ . 

Aluminum Silicate Pigment, Methods of 
Analysis of, 928. 

^..Aluniinum, Silicate Pigment, Spec, for, 

, 876. 

y,:.. Barium Sulfate Pigments, Methods of 
-Analysis, of, 932. 

.Barium Sulfate Pigments, Spec, for, 875. 
Chemical Analysis „ of, , Methods of, 955. 

Tentative Revision, 1712. 

Diatomaceous Silica Pigment, Methods of 
Analysis, of, 936, ■ ■■■ 

Diatomaceous Silica Pigment, Spec, for, 

877. 

• Lead Titan ate, Spec, for, 872. 

Lithopone, spec, for, 866. 

Lithopone, Titanated, Spec, for, 866. 
Magnesium Silicate Pigment, Methods of 
Analysis of, 938. 

.Magnesium Silicate Pigment, Spec, for, 

878. 

Mica Pigment, Methods of Analysis of, 941 . . 
Mica Pigment, Spec, for, 879. 

Pumice Pigment, Spec, for, 1540. 

Titanium Dioxide, Spec, for, 873, 1538. 
White Lead, Basic Carbonate, Spec, for, 
868 . 

White Lead, Basic Sulfate, Spec, for, 870. 
Zinc Oxide, Leaded, Spec, for, 864. 

Zinc Oxide, Spec, for, 862. 

Zinc Sulfide, Spec, for, 866. 

Yellow and Orange Pigments, 

Chemical Analysis of Yellow and Orange 
Pigments Containing Chromium Com- 
pounds, Methods of, 968. 

Chemical Analysis of Yellow and Orange 
Pigments Containing Iron and Mangan- 
ese, Methods of, 978. 

Chrome Yellow and Chrome Orange, Spec, 
for, 900. 

Iron Oxide, Yellow Hydrated, Spec, for, 
1552. 

Zinc Y'ellow, C. P., Zinc Chromate, Spec. 

for, 902. Tentative Re\dsion, 1711. 
Zinc Yellow Pigment (Zinc Chromate 
Yellow), Methods of Chemical Analysis 
of, 1554. , 

Piles. ' 

Round Timber Piles, Spec, for, 770. 
Structural Wood Joist and Plank, Beams and 


Stringers, and Posts and Timbers, Spec. 

for, 751. 

Pine. 

See Wood. 

Pine Oil. 

Definitions Relating to Naval Stores and 
Related Products, 1648. 

Sampling and Testing of, 1629. 

Water in Liquid Naval Stores, Test for, 
1626. 

Pine Tars and Pine-Tar Oils. 

Sampling and Testing of, 1633. 

Pipe and Piping Materials. 

Clay Pipe, 

Drain Tile, Spec, for, 395. 

Extra Strength, Spec, for, 1392. 

Sewer, Standard Strength, Spec, for, 
1384. 

Concrete Pipe, 

Culvert, Reinforced, Spec, for, 428. 

Brain Tile, Spec, for, 395. 

Irrigation, Spec, for, 439. 

Sewer, Reinforced, Spec, for, 418. 

Sewer, Spec, for, 410. 

Drain Tile, Spec, for, 395. 

Laying Sewer Pipe, Recommended Practice 
for, 445. 

Pitch. 

See also Tar. 

Coal-Tar Pitch for, 

Roofing, Dampproofing and Waterproofing, 
Spec, for, 690. 

Steep Built-Up Roofs, Spec, for, 1483. 
Stone Block Filler, Spec, for, 563, 
Definitions Relating to Materials for Roads 
and Pavements, 638. 

Definitions Relating to Naval Stores and 
Related Products, 1648. 

Distillation Test for Tar Products Suitable 
for Road Treatment, 575. 

Ductility of Bituminous Materials, Test for, 
583. 

Float Test for Bituminous Materials, 597. 
Sampling Bituminous Materials, Methods of, 
1449. 

Softening Point, 

Ball and Shouldered Ring Method, 1679. 
Cube-in-Water Method for Tar Products, 

608 . 


1746 


Index OS' A.S.T.M. SxANEAaDs,- Part 11 * 


.Softening. Pointj. 

Ring-and-Bali Method for Bituminous 
Materials, 605. 

Specific Gravity of Road Oils, Road Tars, 
and Soft Tar Pitches, Test for, 613. 

Specific Gravity of Tar Pitches Sufficiently 
Solid to be Handled in Fragments, Test 
'..for, ■•'611. f ' 

Tar Products Suitable for Road Treatment, 
Test for Distillation, 575. 

Volume Correction Table for Tar and Goal- 
Tar Pitch, 705. 

Water in Petroleum Products and Other 
Bituminous Materials, Test for, 626. 
Weathering Test, Accelerated, of Bituminous 
Materials, Recommended Practice for, 1511. 
Plank. 

Asphalt Plank, Spec, for, 566. 

Structural Wood Joist and Plank, Spec, for, 
751. 

Plaster. 

See also Thermal Insulating Materials. 
Gypsum, 

Definitions Relating to, 163, 1320. 

• Dental Plasters, Spec, for, 138. Tentative 
Revision, 1702. 

Molding Plaster, Spec, for, 132. 

Plasters, Spec, for, 129. 

Pottery Plaster, Spec, for, 134. 
Specifications for, 127. 

Testing of, 149. Tentative Revision, 1702. 
Keene’s Cement, Spec, for, 136. 

Lime, Hydrated, 

Hydraulic, for Structural Purposes, Spec, 
for, 92. 

Masonry, Spec, for, 1306. 

Normal Finishing, Spec, for, 1304. 

Special Finishing, Spec, for, 1306. 

Quicklime for Structural Purposes, Spec, for, 
90. 

Sand for Plaster, Spec, for, 108. 

Plaster Board, 

See Lath; Sheathing Board; Wall Board. 
Plastic Limit. 

Soils, Test for Plastic Limit and Plasticity 
-Index, 665. 

Plastic Mortar Test. 

Compressive Strength of Hydraulic-Cement 
Mortars, 52. Tentative Revision, 1701. 


Plastic Refractories. 

See Refractories, 

Plasticity. 

■ See also Consistency Test; Flow Test; 
Viscosity Test. 

Definitions Relating to Gypsum, 163, 1320. 

Definitions Relating to Rheological Properties, 
1261. 

Quicklime and Hydrated Lime, Physical 
Testing of, 1310. 

Soils, Test for Plastic Limit and Plasticity 
Index of, 665. 

Plastics. 

For specifications, definitions, and methods 
of test for plastics, see Part III-B, Book of 
A.S.T,M. Standards. 

Pliability Test. 

See Bend Testing. 

Plywood. 

Methods of Testing, 1515. 

Polariscopic Examination. 

Glass Containers, Methods of Polariscopic 
Examination, 389. 

Poles. 

Round Timber Piles, Spec, for, 770. 

Polymerization Test. 

Turpentine, 1559. 

Popping and Pitting Test. 

Quicklime and Hydrated Lime, 1310. 

Porosity. 

See also Absorption Test; Voids. 

Refractory Brick, Burned, Test for Apparent 
Porosity, 320. 

Portland Cement. 

See Cement. 

Posts. 

Static Tests of Timbers in Structural Sizes, 
805. 

Structural Wood Posts and Timbers, Spec, 
for, 751. 

Primers, 

See Asphalt; , Creosote; Coal-Tar Pitch; 
Paints; Tar. 

Propionates. 

Butyl Propionate (90 to 93 per cent Grade), 
Spec, for, 1073. 

Sampling and Testing of, 1105, 
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Protective- Coatings* ■ 

See Creosote; Drying Oils; Enamels; 
Lacquers; Paint -TMnners; Paints; 
Pigments; Roofing; Shellac; Varnishes; 
Waterproofing Materials* 

Proving Levers, . 

Verification .of. Testing Machines, 1244. 
Prussian, Blue. 

.See Iron Blue, 

Pulverized' Lime. 

See, Lime. 

Pumice. Pigment, 

Specifications for, 1540. 

Putty, 

Definitions Relating to .Paint, Varnish, 
•Lacquer, and Related Products, 1167. 
Linseed Oil Putty for Glazing, Spec, for, 
1192. 

Pyrometric Cone Equivalent. 

See also Refractories. 

Refractories, Definitions Relating to, 351. 

Tentative Revision, 1708. 

Refractory Materials, Test for Pyrometric 
Cone Equivalent (P.C.E.), 308. ’ 

Q 

Quicklime. 

See Lime. 

R 

Rattler Test. 

See also Abrasion Test; Friability; Tough- 
ness Test. 

Coarse Aggregate, Test for Abrasion Los 
Angeles Machine, 455. 

Graded Coarse Aggregate, Test for Abrasion 
by Deval Machine, 537. 

Paving Brick, 174. 

Rock, Test for Abrasion by De\^al Machine, 

' , 540. 

Reactivity Test. ' 

Paint Liquids, 104-1. 

Ready-Mixed Concrete. 

See also Concrete. 

Specifications for, 478. , 

Red Lead. 

See, also Pigments. , 

Chemical, Analysis of, Methods of, 951.’ 
Specifications for,, 904. , 


Redwood, 

See Wood, 

Reflectivity. 

Paint Finishes, Test for Daylight 45 Degree, 
0 Degree Apparent Reflection of, 1592. 
Spectral Characteristics and Color of Ob- 
jects and Materials, Test for, 1159. 
Specular Gloss of Paint Finishes, Test for, 1587. 
Refractive Index Test. 

Dipentene, 1622. 

Drying Oils, 1027. 

Pine Oil, 1629. 

Turpentine, 1559. 

Refractories. 

Absorption of Burned Refractory Brick, 
Test for, 320. 

Mr-Setting Refractory Mortar (Wet Type), 
Bonding Strength Test, 1369. 
for Boiler and Incinerator Service, Spec, 
for, 1362. 

Refractoriness Test, 1371. 

Burned Refractory Brick, Tests for, 320. 
Chemical Analysis of Refractory Materials, 
Methods of, 328. 

Classification of Firecla}’ Refractories, 277. 
Classification of Insulating Back-Up Block 
and Insulating Fire Brick, 1364. 

Cold Crushing Strength of Refractory Brick 
and Shapes, Tests for, 314. 

Crushing Strength of Insulating Fire Brick 
at Room Temperature, Test for, 302. 
Definitions Relating to Refractories, 351. 

Tentative Revision, 1708. 

Density, Bulk, of Burned Refractory Brick, 
Test for, 320. 

Density, Bulk, of Refractory Brick, Test for, 
317. 

Firecla}^ Plastic Refractories, 
for Boiler Furnaces and Incinerator Ser- 
vices, Spec, for, 267, Tentative Revision, 

1705. 

Shrinkage, Combined Dr}ing and Firing, 
Test for, 297. 

Spalling, Thermal and Structural, Pane! 

Test for, 295. Tentative Revision, 1707. 
Workability Index, Test for, 299, Tenta- 
tive Revision, 1707. 

Ground Fire Clay as a Mortar tor Laying- 
Up Fireclay Brick, Spec, for, 275. Tenta- 
tive Revision, 1706. 
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Refractories {Continued). 

Heavy Duty Stationary Boiler Service, 
Refractories for, Spec, for, 261. Tentative 
Revision, 1704. 

Incinerators, Refractories for, Spec, for, 
269. Tentative Revision, 1705. 

Insulating Fire Brick, Tests for, 302. 

Lime, Quicklime and Hydrated, for Silica 
Brick, Spec, for, 105. 

Load Test at High Temperatures of Fireclay 
Refractories:* 279. 

Malleable Iron Furnaces and Annealing Ovens, 
Refractories for, Spec, for, 272. Tentative 
Revision, 1706. 

Moderate Duty Stationary Boiler Service, 
Refractories for, Spec, for, 265. Tentative 
Revision, 1705. 

Modulus of Rupture of Insulating Fire Brick 
at Room Temperature, Test for, 302. 

Modulus of Rupture of Refractory Brick and 
Shapes, Tests for, 314. 

Particle Size Distribution of Subsieve Size 
Particulate Substances, Test for, 1668. 

Permanent Linear Change After Reheating 
of Refractories, Test for, 312. 

Permanent Linear Change Upon Reheating 
of Insulating Fire Brick, Test for, 305. 

Porosity of Burned Refractory Brick, Test 
for, 320. 

Pyrometric Gone Equivalent (P.C.E.) of 
Refractory Materials, Test for, 308. 

Sieve Analysis of Refractory Materials, 
Test for, 325. 

Sieves for Testing Purposes, Spec, for, 1237. 

Silica Brick, Spec, for Quicklime and Hy- 
drated Lime for, 105. 

Size of Refractory Brick, Test for, 317. 

Spalling Test, Thermal and Structural, 
Fireclay Plastic Refractories (Panel Test) 
295. Tentative Revision, 1707. 

High Heat ^ Duty Fireclay Brick (Panel 
Test), 291. Tentative Revision, 1706. 
Refractory Brick (Panel Test), 284. Tenta- 
tive Revision, 1706. 

Super Duty Fireclay Brick (Panel Test), 
293. Tentative Revision, 1707. 

Specific Gravity, Apparent, of Burned Re- 
fractory Brick, Test for, 320. 

Specific Gravity, True, of Burned Refractory 


Materials, Test for, 323. , Tentative Re-: 
vision, 1707. 

Symbols for Heat Transmission, 353, : 
Thermal Conductivity, 

Fireclay Refractories, Test for, 1365. 
Insulating Fire Brick, Test lor, 1373. 
Method of Test for, 1376. 

Warpage of Refractory Brick and Tile, Test 
for, 319. 

Water Absorption of Burned Refractory 
Brick, Test for, 320. 

Water Content of Refractory Materials, 
Test for, 325. 

Refractoriness Test. 

Air-Setting Refractory Mortar (Wet Type), 
1371. 

Resin. 

Definitions Relating to Paint, Varnish, 
Lacquer, and Related Products, 1167. • 
Oleoresinous Varnishes, Testing of, 1060. 
Phthalic Anhydride Content of Aikyd Resin 
Solutions, Test for, 1567. 

Rosin, 

Acid Number of, Test for, 1199, 1617., 
Definitions of, 1648. 

Sampling and Grading of, 1194. 
Saponification Number of, Test for, 1200. 
Toluene Insoluble Solid Matter in, Chietly 
Sand, Chips, Dirt, and Bark, Test for, 1 202. 
Volatile Oil in, Test for, 1619. 

Shellac, 

Dry Bleached, Spec, for, 1043. 

Orange, and Other Indian Lacs, for Electri- 
cal Insulation, 1566. 

Orange, and Other Lacs, Spec, for, 1565. 
Orange, Test for Color of, 1569. 

Sampling and Analysis, of, 1046, 1569. 
Varnishes, Spec, for, 1044. 

Softening Point by Ball and Shouldered 
Ring apparatus, Test for, 1679. 

Road Materials. 

vSee Aggregates; Asphalt; Asphalt, 
Emulsified; Bituminous Concrete and 
Macadam; Block; Brick; Calcium Chlo- 
ride ; Cement ; Concrete ; Gravel ; Sand ; 
Slag; Sodium Chloride; Soils; Stone; 
Tar; Traffic Paint. 

Road Service Tests. 

Traffic Paint, 1131. 

Traffic Paint, Resistance of to Abrasion, 
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Erosion, or a Combination of Both, Method 
of Evaluating Degree of, 1577. 

Rock* 

See Aggregates; Stone. 

Rods. 

Glass, Flexure Test, 382. 

Glass, Strain Test, 382. 

Roofing. 

See also Waterproofing Materials. 

Asphalt for Built-Up Roof Coverings, Spec, 
for, 687. 

Asphalt for Dampproofing and Waterproofing, 
Spec, for, 1480. 

Asphalt Roll Roofing, 

Methods of Testing, 1504. 

Surfaced with Coarse Mineral Granules, 
Spec, for, 1490. 

Surfaced with Powdered Talc or Mica, 
Spec, for, 1494. 

Wide Salvage, Surfaced with Mineral 
Granules, Spec, for, 724. 

Bituminous Mastics, Grouts, and Like 
Mixtures, Tests for, 733. 

Cap Sheets, Asphalt, Tests for, 1504. 

Carbon Arc Accelerated Weathering Unit, 
Recommended Practice for Characteristics 
of, 1684. 

Felt, Roofing, 

Asphalt-Saturated and Asphalt-Coated As- 
bestos, for Built-Up Roofs, Spec, for, 
1487. 

Asphalt-Saturated Asbestos, for Use in 
Waterproofing and in Constructing Built- 
Up Roofs, Spec, for, 1485. 
Asphalt-Saturated, for Waterproofing and 
Built-Up Roofs, Spec, for, 715. 

Coal-Tar Saturated, for Built-Up Roof, 
Spec, for, 718. 

Kerosine Number, Test for by the Vacuum 
Method, 746. 

Felted and Woven Fabrics Saturated with 
Bituminous Substances for Waterproofing 
and Roofing, Testing of, 1497, 

Fire Tests of Building Construction and 
Materials, 1203. Tentative Revision, 1716. 
Mineral Surfacing, Granular, for Asphalt 
Roofing and Shingles, Test for Sieve 
Analysis of, 740. 

Mineral Surfacing, Nongranular, for Asphalt 


Roofing and Shingles,. Test for, Sieve Analy- 
sis of, 743. 

Pitch, Coal-Tar, for Roofing, Spec, for, 

690. 

Pitch, Coal-Tar, for Steep Built-Up Roofs, 

Spec, for, 1483. 

Shingles, Asphalt, Surfaced mth Mineral 
Granules, Spec, for, 727. 

Shingles, Asphalt, Tests for, 1504. 

Siding, Asphalt, Surfaced with Mineral 
Granules, Spec, for, 730, 

Slate, Flexure Testing (Modulus of Rupture 
and Modulus of Elasticity), 232. 

Slate, Test for Water Absorption, 235. 
Volume Correction Table for Liquid Asphaltic 
Products, 621. 

Weathering Test, xAccelerated, of Bituminous 
Materials, Recommended Practice for, 
1511. 

Rosin. 

See Resin. 

Rosin Acids Test. 

Naval Stores and Related Products, Defini- 
tions of, 1648. 

Tall Oil, 1640. 

V'hite Linseed Oil Paints, 1137. 

Rubber Expansion Joint Fillers. 

Preformed Expansion Joint Fillers for Con- 
crete, Spec, for, 534. Tentative Revision, 

1708. 

Preformed Expansion Joint Fillers for Con- 
crete, Testing of, 541. Tentative Revision, 

1709. 

Run Kauri Reduction Test. 

Oleoresinous Varnishes, 1060. 

Rusting. 

Changes in Protective Properties of Coatings 
of Paint, Varnish, Lacquer, and Related 
Products on Steel Surfaces When Subjected 
to Immersion, Test for, 1611. 

Evaluating Degree of Resistance to Rusting 
Obtained with Paint on Iron or Steel 
Surfaces, Method for, 1186. 

s 

Salt Spray Test. 

Method of — see Part I-B, Book of A.S.T.M. 
Standards, p. 773. 

Sampling. 

(Methods of sampling are indexed under the 
materials and subjects covered by them.) 
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Sand. 

See also Aggregates. 

Absorption, Test for, 472. 

Aggregate for Masonry Mortar, Spec, for, 238, 

Clay Lumps in Aggregates, Test for, 460. ‘ 

Coal and Lignite in Sand, Test for, 462. 

Colors of Treated Sands witii Suggested 
Kanges of Application in Test for Organic 
Impurities, Color Insert Plate, 466. 

Concrete x\ggregates, Spec, for, 447. 

Definition of, 477. 

Glass Sand, Methods of Chemical Analysis 
of, 356. . 

Inspection of Sand at Bituminous Paving 
Plant, Recommended Practice for, 630. 

Material Finer than No. 200 Sieve in Aggre- 
gates, Test for, 458. 

Measuring Mortar-Making Properties of Fine 
Aggregate, Test for, 464. 

Mineral Aggregate for, 

Asphalt Mastic for Waterproofing, Spec, 
for, 709. 

Cement Grout Filler for Brick and Stone 
Block Pavements, Spec, for, 528. 

Cement - Sand Bed for Brick and Block 
Pavements, Spec, for, 530. 

Organic Impurities in Sands for Concrete, 
Test for, 466. 

Sampling Gravel and Sand for Use as High- 
way Materials, Methods of, 1437. 

Sand for Plaster, Spec, for, 108. 

Sand for Sheet Asphalt and Bituminous 
Concrete Pavements, Spec, for, 533, 

Sand in Set Piaster, Test for in Gypsum 
Products, 149. 

Sieve Analysis of Fine and Coarse Aggre- 
gates, Test for, 467. 

Soundness of Aggregates by Use of Sodium 
or Magnc sium Sulfate, Test for, 1 400. 

Specific Gravity of Fine Aggregate, Test for, 
472. . . 

Stabilized Base Course, Materials for, Spec, 
for, 1428. 

Stabilized Surface Course, Materials for, 
Spec, for, 1430. 

Surface Moisture in Fine Aggregate, Test 
for, 1406. 

Unit Weight of Aggregate, Test for, 474. 

Voids in Aggregates for Concrete, Test for, 
476. 


Sandi-Lime ; 

Absorption (Suction), Test for Initial Rate 

'■ of,. 183. . Tentative Revision, 1703. 

Absorption Test, 183. Tentative Revision, 
1703. 

Building Brick, Spec, for, 172. Tentative 
Revision, 1702. 

Compressive Strength Test, 183. Tentative 
Revision, 1703. 

Effiorescence Test, 183. Tentative Revision, 
1703. 

Freezing-and-Thawing Test, 183. Tentative 
Revision, 1703. 

Methods of Sampling, 183. Tentative Re- 
vision, 1703. 

Modulus of Rupture Test, 183. Tentative 
Revision, 1703, 

Saponification Number Test. 

Drying Oils, 1027. 

Rosin, 1200. 

Tall Oil, 1640. 

Saybolt Viscosity, 

Conversion of Kinematic to Saybolt Furol 
Viscosity, Method for, 620. 

Thermometers, Spec, for, 1220. 

Viscosity by Saybolt Viscosimeter, Test for, 
615. 

Scaling of Paint. 

See Paints; Weathering. 

Screens. 

See Sieves. 

Setting Time Test. 

See Time of Settling Test. 

Settlement Test. 

Diatomaceous Silica Pigment, Methods of, 
Analysis of, 936. 

Fhnulsified Asphalts, 586. 

Traffic Paint, Evaluating Degree of Settling 
of, 1585 

Sewer Brick. 

Sewer Brick Made from Clay or Shale, Spec, 
for, 181. 

Sewer Pipe. 

See also Drain Tile. . 

Clay, Extra Strength, Spec, for, 1392. 

Clay, Standard Strength, Spec, for, 1384. 

Concrete, Spec, for, 410. 

Laying Sewer Pipe, Recora mended Practice 
for, 445. 

Reinforced Concrete, Spec, for, 418. 
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Shear.Test* ■ \ 

Building Stone,, .Natural, 227. 

Plywood, Veneer, and Other Wood and Wood- 
Base Materials, 1515. 

. Timber, Small Clear Specimens, 774. 

Timbers .in Structural Sizes, 805. 

Sheathing Board. 

. Definitions of Terms . .Relating to. Gvpsum, 
'// 163. 

Gypsum and Gypsum Products, Testing of, 

: 1,49. ^ . . , . • , 

Gypsum Sheathing Board, Spec, for, 144 
Shellac. 

Abrasion Resistance by Air Blast Abrasion 
Tester, Test for, 1133. 

Bleached Shellac, Dry, Spec, for, 1043. 

Color of Orange Shellac, Test for, 1569. 
Daylight 45 Degree, 0 Degree Apparent 
Reflectance of Paint Finishes, Test for, 
1592. 

Orange, and Other Indian Lacs, for Electrical 
Insulation, Spec, for, 1566. 

Orange, and Other Lacs, Spec, for, 1565. 

Salt Spray (Fog) Test— see Part I-B, Book 
of A.S.T.M. Standards, p. 773. 

Sampling and Analysis of Shellac, Methods 
of, 1046, 1569. 

■ Shellac Varnishes, Spec, for, 1044. 

Shingles. 

See also Roofing. 

Asphalt Shingles Surfaced with Mineral 
Granules, Spec, for, 727. 

Asphalt Shingles, Testing of, 1504. 

Asphalt Siding Surfaced with Mineral 
. / Granules, Spec, for, 730. 

Granular Mineral Surfacing for Asphalt 
Shingles, Test for Sieve Analysis of, 740. 
Nongranular Mineral Surfacing for Asphalt 
Shingles, Test for Sieve Analysis of, 743. 

, Ship-Bottom Paints. 

See Anti-Fouling Paints. 

Shrinkage Test. 

See also Volume Change Test 
Fireclay Plastic Refractories, Combined Dry- 
ing and Firing Shrinkage, 297. 

Insulating Fire Brick, 305. 

Soils, Test for Shrinkage Factors, 672. 
Timber,. Small Clear 'Specimens of, 774. ■ 
Siding; ■' 

See also Roofing Materials. 


Asphalt Siding Surfaced with Mineral 
Granules, 730. 

Sienna. 

See also Pigments. 

Burnt Sienna, Spec, for, 1549. 

Chemical Analysis of Yellow, Orange, Red, 
and Brown Pigments Containing Iron and 
Manganese, 978. 

Raw Sienna, Spec, for, 1548. 

Sieve Analysis. 

.Aggregates, Amount of Material Finer thau 
No. 200 Sieve in, Test for, 458. 

Aggregates, Clay Lumps in, Test for, 460. 
Aluminum Powder and Paste, Testing of, 923. 
Asphalt and Mineral Matter Mixtures, Test 
for Coarse Particles, 738. 

' Bituminous Mastics, Grouts, and Like Mix- 
tures, Testing of, 733. 

Bituminous Paving Plant Inspection, Rec. 
Practice for, 630, 

■ Coarse Aggregate for Highway Construc- 
tion, Spec, for Standard Sizes, 1426. 

Coarse Aggregates, Test for Sieve /Analysis, 
467. 

Concrete Aggregates, Spec, for, 447. 
Emulsified Asphalts, Testing of, 586. 

Fine Aggregates, Test for Sieve Analysis, 467. 
Hydrated Lime for Varnish Manufacture, 
Spec, for, 101. 

Mineral Filler, Test for Sieve Analysis, 545. 
Mineral Surfacing, Granular, for Asphalt 
Roofing and Shingles, Test for Sieve Analy- 
sis, 740. 

Mineral Surfacing, Nongranular, for Asphalt 
Roofing and Shingles, Test for Sieve Analy- 
sis, 743. 

Paints, Tests for Coarse Particles, 988. 
Particle Size Distribution of Subsieve Size 
Particulate Substances, Test for, 1668. 
Pigment. 

Aluminum Silicate, Methods of Analysis 
of, 928. 

Barium Sulfate, Methods of Analysis of, 
932. 

Diatomaceous Silica, Methods of .Anah’sis 
of, 936. 

Magnesium Silicate, Methods of Analysis 
of, 938. 

Mica, Methods of Anaiysis of, 941 . 

Tests for Coarse Particles, 988. 
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Sieve .Analysis iContimed), 

Refractory Materials, Test for Sieve Analysis, 

■ 325. : 

Screen (Sieve), Definitions of, 1258. 

Sieves for Testing Purposes, Spec, for, 1237. ^ 

Soil Samples, Method of Preparation, 650. 

Soils, Method of Mechanical Analysis, 652. 
Tentative Revision, 1710, 

Sieves.' 

■ See also Sieve Analysis, 

Definition of Screen (Sieve), 1258. 

Definitions Relating to Materials for Roads 

and Pavements, 638. 

Sieve Analysis of Granular Mineral Surfacing 
for Asphalt Roofing and Shingles, Test 
for, 740, 

Sieve Analysis of Nongranuiar Mineral Sur- 
facing for Asphalt Roofing and Shingles, 
Test for, 743. 

Sieve Analysis of Refractory Materials, Test 
for, 325. 

Sieves for Testing Purposes, Spec, for, 1237, 

Silica Brick. 

See Refractories. 

Silica Pigments. 

See also Pigments. 

Aluminum Silicate Pigment, Methods of 
Analysis of, 928. 

Aluminum Silicate Pigment, Spec, for, 876. 

Diatomaceoiis Silica Pigment, Methods of 
Analysis of, 936. 

Diatomaceous Silica Pigment, Spec, for, 877. 

Magnesium Silicate Pigment, Methods of 
Analysis of, 938. 

Magnesium Silicate Pigment, Spec, for, 878. 

Silt. 

Material Finer than No. 200 Sieve in Aggre- 
gates, Test for, 458. 

Skinning Test. 

Oleoresinous Varnishes, Testing of, 1060. 

Slag. 

See also Aggregates. 

Abrasion of Coarse Aggregate by Los Angeles 
Machine, Test for, 455. 

Abrasion of Graded Coarse Aggregate by 
Use of the Deval Machine, Test for, 537. 

Absorption of Coarse Aggregate, Test for, 
470. 

Concrete Aggregates, Spec, for, 447. 

Crushed Slag for Pavements, 


■ Bituminous Concrete Base and ' Surface 

* ■ Courses, Spec, for, 1432. 

Bituminous Macadam Base and Surface 
Courses, Spec, for, 517. * 

Water-Bound Macadam Base and Surface 
Courses, Spec, for, 520. 

Definitions Relating to Concrete and Con- 
crete Aggregates, 1409. 

Inspection of Slag at Bituminous Paving 
Plant, Recommended Practice for, 630. 

Lightweight Aggregates for Concrete, Spec, 
for, 452. 

Sampling Slag for Use as Highway Materials, 
Methods of, 1437. 

Sieve Analysis, Test for, 467. 

Soundness by Use of Sodium or Magnesium 
Sulfate, Test for, 1400. 

Specific Gravity, Test for, 470. 

Stabilized Base Course, Materials for, Spec, 
for, 1428. 

Stabilized Surface Course, Materials for, 
Spec, for, 1430. 

Standard Sizes of Coarse Aggregate for High- 
way Construction, Spec, for, 1426. 

Unit Weight, Test for, 474. 

Slag Cement. 

Blast-Furnace Slag Portland Cement, Spec, 
for, 1266. 

Slate, 

Definition of, 237. 

Flexure Testing of, Modulus of Rupture and 
Modulus of Elasticity, Method of, 232. 

Granular Mineral Surfacing for Asphalt 
Roofing and Shingles, Test for Sieve Analy- 
sis, 740. 

Water Absorption Test, 235. 

Slump Test. 

See also Consistency Test, 

Consistency of Portland-Cement Concrete, 
507. 

Sodium Chloride. 

Specifications for, 536. 

Sodium Silicate. 

Sodium Silicate for Curing Concrete, Spec, 
for, 516. 

Sodium Sulfate Test, 

Soundness of Aggregates by Use of Sodium 
Sulfate, 1400. 


1753 


Index oe A»S,T.M. Standards, Part II 


Softening Point Test. ' 

^ See also Consistency Test ; Pyrometric 
Cone Equivalent. 

Asphalts, TarSj Pitches, and Resins, by Ball 
and Shouldered Ring Apparatus, 1679. 

Bituminous Materials, by Ring-and-Ball 
Apparatus, 605, 

Bituminous Materials, Float Test for, 597, 

Tar Products, by Cube-in- Water Method, 608. 

Thermometers, Spec, for, 1220, 

Soils. 

Cement Content of Soil-Cement Mixtures, 
Test for, 1469. 

Centrifuge Moisture Equivalent of Soils, 
Test for, 667. 

Definitions of Terms and Symbols Relating 
to Soil Mechanics, 1473. 

Field Moisture Equivalent of Soils, Test for, 
670. 

Freezing-and-Thawing Test for Compacted 
Soil-Cement Mixtures, 683. 

Liquid Limit of Soils, Test for, 662. 

Mechanical Analysis of Soils, Method of, 
652. Tentative Revision, 1710. 

Moisture-Density Relations of Soil-Cement 
Mixtures, Test for, 676. 

Moisture-Density Relations of Soils, Test for, 
1466. 

Plastic Limit of Soils, Test for, 665. 

Plasticity Index of Soils, Test for, 665. 

Preparing Soil Samples for Mechanical Analy- 
sis and Determination of Subgrade Soil 
Constants, Method of, 650. 

Sampling Soils for Highwa.y Subgrades, 
Methods of, 641. 

Shrinkage Factors of Soils, Test for, 672. 

Specific Gravity of Soils, Test for, 1463. 

Stabilized Base Course, Materials for, Spec, 
for, 1428. 

Stabilized Surface Course, Materials for, 
Spec for, 1430. 

Surveying Soils for Highway Subgrades, 
Methods of, 641. 

Wetting-and-Dr 5 dng Test of Compacted 
Soil-Cement Mixtures, 679. 

Solvents. 

Acetate Ester of Ethylene Glycol Monoethyl 
Ether (95 to 96 per cent Grade), Spec, for, 

..,,4078. 


Acetone, Spec, for, 1066. 

Amyl Acetate Made from Fusel Oil (85 to 88 ' 
per cent Grade), Spec, for, 1069. 

Amyl Acetate, Synthetic (85 to 88 per cent 
Grade), Spec, for, 1068. 

Amyl Alcohol, Synthetic, Spec, for, 1067. 
Benzene, Industrial 90, for Paint, Varnish, 
Lacquer, and Related Products, Spec, for, 

1070. 

Butanol, Normal Butyl Alcohol, Spec, for, 

1071. 

Butyl Acetate, Normal (88 to 92 per cent 
Grade), Spec, for, 1072. 

Butyl Propionate (90 to 93 per cent Grade) , 
Spec, for, 1073. 

Dibutylphthalate, Spec, for, 1074. 

Dipentene, Sampling and Testing of, 1622. 
Distillation Test for Naphtha and Similar 
Petroleum Products, 1095. 

Distillation Thermometers, Spec, for, 1220, 
1657. 

Ethyl Acetate (85 to 88 per cent Grade), 
Spec, for, 1075. 

Eth 3 d Lactate, S.ynthetic, Spec, for, 1076. 
Ethylene Glycol Monobutyl Ether, Spec. for. 

1079. 

Ethylene Glycol Monoethyl Ether, Spec, for, 

1077. 

Flash Point by Tag Closed Tester, Test for, 

1101 , 

Isopropyl Acetate, Spec, for, 1080. 

Isopropyl Alcohol, Spec, for, 1081. 

Lacquer Solvents and Diluents, Sampling 
and Testing of, 1105, 1575. 

Method Ethyl Ketone, Spec, for, 1082. 

Naval Stores, Liquid, Test for Water in, 1626. 
Petroleum Spirits (Mineral Spirits), Spec, for, 
1025. 

Pine Oil, Sampling and Testing of, 1629. 
Reactivity of Paint Liquids, Test for, 1041. 
Toluene, Industrial Grade for Paint, Varnish, 
Lacquer, and Related Products, Spec, for, 

1083. 

Tricresyl Phosphate, Spec, for, 1084. 

Tricresyl Phosphate, Test for Ester Value of, 
1575. 

Turpentine, Sampling and Testing of, 1559, 
Turpentine, Spec, for, 1023. 

Water in Liquid Naval Stores, Test for* 1626. 
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Solvents : iContimied).. ' . 

,,,'Xylene dr Solvent NapHtha,. Industrial Grade 
for Paint, Varnish, Lacquer, and Related 
Products, Spec, for, 1085. 

Solvents Distillation Thermometers. 

Specifications for, 1657. 

Soundness. Test. 

■ Aggregates, by Sodium or Magnesium Sub 
, , fate, 1400. 

Autoclave Expansion of Portland Cement, 
14.', 

Hydraulic Cement, Over. Boiling Water (Pat 
/ Test), 75. ■■ 

Hydraulic Hydrated Lime for Structural 
Purposes, 92. 

Quicklime and Hydrated Lime, 1310. 
Southern Pine. 

See Wood. 

Soybean Oil. 

Drying Oils, Testing of, 1027. 

Raw Soybean Oil, Spec, for, 1017. 

Spalling Test. 

See also Thermal Shock Test. 

Definitions Relating to Refractories, 351. 
Panel Test for Resistance to Thermal and 
Structural Spalling of, 
h’ireclay Plastic Refractories, 295. Ten- 
tative Revision, 1707. 

High Heat Duty Fireclay Brick, 291. 

Tentative Revision, 1706. 

Refractory Brick, 284. Tentative Revi- 
sion, 1706. 

Super Duty Fireclay Brick, 293. Tenta- 
tive Revision, 1707. 

Specific Gravity Test. 

Aggregate, Coarse, 470. 

Aggregate, Fine, 472. 

Asphalt Cements, 613. 

.Asphalts Sufficiently Solid to be Handled in 
Fragments, 611. 

Building Stone, Natural, . 216. 

Creosote, 845. 

Creosote Fractions, 847. 

Creosote, Specific Gravity Correction Ta- 
bles, 852. 

Definitions Relating to, 1259. 

Dipen tene, 1622. 

Drying Oils, 1027. 

Hydraulic Cement, 78. 

Lacquer Solvents and Diluents, 1105. 
Pigments, 999. 


Pine Oil, 1629. 

Plywood,’’ Veneer, and - Other Wood 'and 
Wood-Base Materials,- I'S IS. . 

Refractory Brick, Burned, Tests for Appar- 
ent Specific Gravity and Bulk Density, 320. 
Refractory Brick, Test for Bulk Density, 31,7. 

- Refractor}^ Materials, Burned, Test for True 
Specific Gravity, 323. Tentative Revi- 
sion, 1707. 

Road Oils, 613. 

Road Tars, 613. • 

Soils, 

Mechanical Analysis of, 652. Tentative 
Revision, 1710. 

Method of Test for, 1463. 

Shrinkage Factors, Test for, 672. ' 

Tar, 

Coal Tar, Specific Gravity Correction 
Tables for, 852. 

Pitches, Soft, 613. 

Pitches Sufficiently Solid to be Handled 
in Fragments, 611. 

Thermometers, Spec, for, 1220. 

Timber, 774. 

Turpentine, 1559. 

Specifications. 

(Specifications are indexed under the ina- 
teriais and subjects covered by them.) 
Spectral Reflectivity. 

See also Reflectivity. 

Spectral Characteristics and Color of Objects 
and Materials, Test for, 1159. 

Splitting Resistance Test. 

Asphalt Plank, 566. 

Timber (Cleavage Test), 774. 

Sponge Rubber. 

Expansion Joint Fillers, Preformed, for Coiir 
Crete, Spec, for, 534. Tentative Revision, 
1708. 

Expansion Joint Fillers, Preformed, for Con- 
crete, Testing of, 541. Tentative Revi- 
sion, 1709, 

Spot Testi 
Dipen tene, 1622, 

Stability Test, 

Aluminum Powder and Paste, 923. 

Soluble Nitrocellulose, 1086. Tentative Re- 
vision, 1712. 

Thermometers for Stability Test of Nitro- 
cellulose, Spec. for, 1220. 
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isle'll. 

Cliasiges ill Protective Properties of Coatings 
' iof,, Paint, Varnish.,, Lacquer, . and 'Related 
Products on Steer When Subjected to Im- 
^ .mersion, Test 'for, 1611. 

Fire Tests of Building Construction and Ma- 
' , terials (structural ' steel columns), i203, 

, Tentative .Revision, 1716. 

Panels for Testing Paint, Varnish, Lacquer, 
'■ and Related Products, Preparation of, 1601. 
Rusting, Evaluating Degree of Resistance 
Obtained with Paint on Iron or Steel Sur- 
faces, Method for, 1186. 

Stone. 

■ See also Aggregates, 

■ Abrasion of Coarse Aggregate by Los Angeles 
Machine, Test for, 455. 

Abrasion of Graded Coarse Aggregate b 3 " 
Deval Machine, Test for, 537. 

Abrasion of Rock by Deval Machine, Test 
for, 540. 

Absorption of Coarse Aggregate, Test for, 470. 
Block, 

for Durax Granite Pavements, Spec, for, 
526L' 

Granite, for Pavements, Spec, for, 522. 
Recut Granite, for Pavements, Spec, for, 
524.' 

Building Stone, Natural, 

Absorption Test, 216. 

Compressive Strength Test, 218. 

Flexure Test, Modulus of Rupture, 22L 
Modulus of Elasticity Test, 223, 

Shear Test 227. 

Specific Gravity Test, 216. 

Concrete Aggregates, Spec, for, 447. 

Crushed Stone for, 

Bituminous Concrete Base and Surface 
Courses, Spec, for, 1432. 

' Bituminous Macadam Base and Surface 
'.■■■' ■ '■Courses,' Spec, for, 517. 

Water-Bound Macadam Base and Surface 
Courses, Spec, for, 520. 

Definitions Relating to Concrete and Con- 
crete Aggregates, 1409. 

Inspection of Stone at Bituminous Paving 
Plant, Recommended Practice for, 630. 
Sampling Stone and Stone Block for Use a.s 
Highway Materials, Methods of, 1437, ■ 


Sieve Analysis of Fine and Coarse 'Aggre- 
gates, Test for, 467. 

Sieve Analysis of Granular' Mineral Surfacing 
for Asphalt Roofing and Shingles, Test 

for, 740. 

Soundness of Aggregates by Sodium, or 'Mag- 
nesium Sulfate, Test for, 1400. 

Specific Gravity of Coarse Aggregate, "Pest 
for, 470. 

Stabilized Base Course, Materials for, Spec, 
for, 1428. 

Stabilized Surface Course, Materials for, 
Spec, for, 1430. 

Standard Sizes of Coarse Aggregate for High- 
way Construction, Spec, for, 1426. 
Toughness of Rock, Test for, 547. 

Unit Weight of Aggregate, Test for, 474. 
Voids in Aggregate for Concrete, Test for, 476. 
Stormer Viscosimeter. 

Exterior House Paints and Enamel-Type 
Paints, Test for Consistency of, 1154. 
Tentative Revision, 1715. 

Pine Tars and Pine-Tar Oils, Sampling and 
Testing of, 1633. 

Strain Test. 

Glass, Method for Measuring Strain, 382. 

. Stress, Strain, 

Definitions Relating to Methods of Testing, 
1253. 

Stringers. 

See also Wood. 

Static Tests of Timbers in Structural Sizes 

805. 

Structural Wood Joist and Plank, Beams, 
and Stringers, Spec, for, 751. 

Structural Clay Tile. 

See Tile. 

Structural Insulating Board. 

Structural Insulating Board Made from Vege- 
table Fibers, Spec, for, 1353. 

Structural Insulating Board Made from Vege 
table Fibers, Testing of, 1358. 

Structural Lime. 

See Lime. 

Structural Timber. 

See Wood. 

Suction Test. 

Brick, Initial Rate of Absorption, 183. "Fen- 
tative Revision, 1703, . .. 
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Sulfonation Index. 

Road TarSj, Test for, 1460. ■, 

Surface Moisture. 

See Moisture Test. 

Swelling Test. 

Plywood, Veneer, and Other Wood and Wood- 
, Base . Materials, 1515. 

Symbols. 

Symbols for Heat Transmission, 353. 

Symbols for Soil Mechanics, 1473. 

, T ■ ■ 

Tag Closed Tester, 

Flash Point by Tag Closed Tester, Test for, 

1101 . 

Thermometers, Spec, for, 1220. 

Talc.. 

See also Roofing. 

Magnesium Silicate Pigment, Spec, for, 878. 

Sieve Analysis of Nongranular Mineral Sur- 
facing for asphalt Roofing and Shingles, 
Test for, 743. 

Tall Oil. 

Definitions Relating to, 1648. 

Methods of Testing, 1640. 

Tar. 

See also Coal-Tar Pitch; Creosote; Pitch. 

Bitumen, Test for Determination of, 570. 

Creosote - Coal Tar Solution, Spec, for, 829. 

Definitions Relating to Materials for Roads 
and Pavements, 638. 

Definitions Relating to Timber Preservatives, 
861 

Distillation of Tar Products for Road Treat- 
ment, Test for, 575. 

Ductility of Bituminous Materials, Test for, 
583. . 

Float Test for Bituminous Materials, 597. 

Sampling Bituminous Materials, Methods of, 

'■';'V1449.- 

Softening Point Test, 

Ball and Shouldered Ring Method, 1679. 
Cube-in -Water Method, 608. 

Ring-and-Ball Method, 605. 

Specific Gravity Correction Tables for Creo- 
sote and Coal Tar, 852. 

Specific Gravity Test, 613. 

Specifications for, 1446. 

Sulfonation Index of Road Tars, Test for, 
1460, 


Tar Acids in Creosote and: Creosote - Coal 
Tar Solutions, Test for, 849. 

Volume Correction Table for Tar and Coal- 
Tar Pitch, 705. 

Volume Correction Tables .for Creosote and 
Coal Tar, 852. 

Water in Petroleum Products and Other 
Bituminous Materials, Test for, 626- 

Temper Test. 

Glass Containers, Methods of Polariscopk 
Examination, 389. 

Tension Testing. 

Defi.nitions Relating to Methods of Testing, 
1253. 

Elongation of Attached Lacquer Coatings 
with the Conical Mandrel, Test for, 1124. 

Fabrics, Felted and Woven, Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Gypsum and Gypsum Products, 149. 

Hydraulic-Cement Mortars, 80. 

Paper, Waterproof, for Curing Concrete, 1420. 

Plywood, Veneer, and Other Wood and Wood- 
Base Materials, 1515. 

Structural Insulating Board Made from 
Vegetable Fibers, 1358. 

Timber, Small Clear Specimens, 774. 

Verification of Testing Machines, 1244, 

Terpene Hydrocarbons. 

See Naval Stores. 

Testing Apparatus. 

See Apparatus. 

Testing, Physical Methods of. 

(Methods of analysis, sampling, testing, etc. 
are indexed under the materials and sul)- 
jects covered by them.) 

Thawing Tests. 

See Freezing-and-Thawing Tests. 

Thermal Conductivity Test, 

Asbestos Thermal Insulating Cement, 1343. 

Diatomaceous Silica Thermal Insulating 
Cement, 1351. 

Fireclay Refractories, 1365. 

Guarded Hot Plate Method, 249. 

Insulating Fire Brick, 1373. 

Magnesia Thermal Insulating Cement, 85 
per cent, 1341. 

Mineral Wool Thermal Insulating Cement, 

■ 1345. 

Refractories, 1376. 
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'Structurai .Insulating Board .Made .from 

. Vegetable Fibers, 1358. 

Symbols for Heat Transmission,. 353. 

Vermiculite, Expanded or Exfoliated, Tber- 
. .mal Insulating Cement, , 1348. 

Thermal Insulating Materials. 

See also Refractories. 

Asbestos Thermal , Insulating Cement, Spec. 
..for iv343. ' ' 

Bulk Density of Thermal Insulating Cement, 
Test fo.r, 242. 

Compressive Strength and Flexural Strength 
of Preformed Block Type Thermal Insu- 
lating Materials, Test for, 244. 

Conductivity, Thermal, of Materials by 
Guarded Hot Plate, Test for, 249. 

Covering Capacity and Volume Change Upon 
Drying of Thermal Insulating Cement, 
Test for, 246. 

Definitions Relating to Thermal Insulating 
Materials, 260 . 

Diatomaceous Silica Thermal Insulating 
Cement, Spec, for, 1351. 

Expanded or Exfoliated Vermiculite Thermal 
Insulating Cement, Spec, for, 1348. 

Flexural Strength Test of Preformed Block 
Type Thermal Insulation, 1356. 

Insulating Fire Brick, Test for, 1373. 

Magnesia, 85 per cent, Thermal Insulating 
Cement, Spec, for, 1341. 

Mineral Wool Thermal Insulating Cement, 
Spec, for, 1345. 

Sampling Thermal Insulating Cement, 
Method of, 240. 

Structural Insulating Board Made from 
Vegetable Fibers, Spec, for, 1353. 

Structural Insulating Board Made from Vege> 
table Fibers, Testing of, 1358. 

Mixing Thermal Insulating Cement, Method 
of, 240. 

Thickness and Density of Blanket Type 
Thermal Insulating Materials, Test for, 258. 

Thermal Shock. Test. 

See also Spalling Test. 

Glass Containers, 392. 

Thermometers. 

Adjustable differential thermometer (Beck- 
mann type), Test for Heat of Hydration 
of. Portland Cement, 1297.. , 


Thermometers, A.S.T.M., , , Spec. ' for, 1220, 

1657. 

Thickness Test. 

Expansion Joint Fillers, Preformed, for Con- 
crete, 541. 

Fabrics, Felted and Woven, Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Films of Uniform Thickness of Paint, Var- 
nish, Lacquer, and Related Products on 
Test Panels, 1603. 

Thermal Insulating Materials, Blanket Type, 

258. 

Thinners, Paint. 

See Paint Thinners. 

Tile. 

See also Refractories. 

Drain Tile, Spec, for, 395. 

Fire Tests of Building Construction and Ma- 
terials, 1203. Tentative Revision, 1716. 
Gyi^sum and Gypsum Products, Testing of, 
149. 

Masonry Units, Glazed, Spec, for, 1328. 
Partition Tile or Block, Gypsum, Spec, for, 

146. 

Structural Clay Tile, 

Definitions Relating to, 1336. 

Facing Tile, Spec, for, 1321. 

Floor Tile, Spec, for, 198. Tentative Re- 
vision, 1704. 

Non-Load-Bearing, Spec, for, 195. Tenta- 
tive Revision, 1704. 

Sampling and Testing of, 201. Tentative 
Revision, 1704. 

Wall Tile, Load-Bearing, Spec, for, 192. 
Tentative Revision, 1703. 

Timber. 

See Wood. 

Timber Preservatives. 

See Creosote; Zinc Chloride. 

Time of Setting Test. 

Gypsum, by the Vicat Apparatus, 149. Ten- 
tative Revision, 1702. 

Hydraulic Cement, by the Vicat or Gillmore 
Needles, 86. 

Keeners Cement, 136. 

Tinting Strength Test. 

Color Pigments, 1010. 

Definitions Relating to Paint, 1167. 

White Pigments, 1006. 


1758 


Index OF A.S.T.M. Standards, Part II 


Titanium Pigments. , 

See also Pigments. ' 

Chemical Analysis of White Pigments, 
Methods of, 955, Tentative Revision, 
1712. 

Lead Titanate, Spec, for, , 872. 

Lithoporiej Tltaiiated, Spec, for, 866. 
Titanium Dioxide Pigments, Spec, for, 873, 

Toluene.,, 

Industrial Grade, for Paint, Varnish, Lacquer, 
and Related Products, Spec, for, 1083. 
Sampling and Testing of, 1105. 

Toluene Insoluble Solid Matter in Rosin 
(Chiefly Sand, Chips, Dirt, and Bark), Test 
for, 1202. 

Toluol Dilution Test, Spec, and Tests for 
Soluble Nitrocellulose, 1086. 

Toluidine Toner. 

Specifications for, 910. 

Total Immersion Test, 

See Immersion Test. 

Toughness Test, 

See also Tension Testing. 

Plywood, Veneer, and other Wood and Wood- 
Base Materials, 1515. 

Rock, 547. 

Varnishes, Oleoresinous, 1060. 

Toxic Ingredients in Paint. 

See Cuprous Oxide; Mercuric Oxide. 
Traffic Paint. 

Bleeding, Evaluating Degree of Resistance to, 
1581. 

Dry to No-Pick- Up Time, Test for, 1583. 
Light Sensitivity, Test for, 1129. 

Resistance to Abrasion, Erosion, or a Com- 
bination of Both, in Road Service Tests, 
Method of Evaluating Degree of, 1577. 
Road Service Tests, Method of Conducting, 
1131. 

Settling, Evaluating Degree of, 1585. 
Transverse. Testing. 

See Flexure Test. 

Treated Portland Cement 
See Cement. 

Treated Wood. 

See Wood. 

Tricresyl Phosphate. 

Ester Value of, Test for, 1575. 


Lacquer Solvents ■ and , Diluents, : Samplmg' 
and Testing of, 1105. ' 

Specifications for, 1084. 

Tung Oil. " 

Drying Oils, Tests for, 1027. 

'Raw Tung Gil, Spec, dor, 1014.: , 

■Thermometers, Spec, for, 1220. .. 
Turbidimeter. 

■ Chemical^ Analysis of Portland Cemeiit foi 
Sulfur Trioxide, Method of, 17, 

Fineness of Portland Cement by Turbidime- 
ter, Test for, 62. 

Turpentine. 

Distillation Thermometers, Spec, for, 1220. 
Sampling and Testing, 1559. 

Specifications for, 1023. 

Water in Liquid Naval Stores, Test for, 1626 

u 

Ultramarine Blue. 

See also Pigments. 

Chemical Analysis of, Methods of, 968. 
Specifications for, 892. 

Umber. 

See also Pigments. 

Burnt Umber, Spec, for, 1547. 

Chemical Analysis of Yellow, Orange, Red, 
and Brown Pigments Containing Iron and 
Manganese, Methods of, 978. 

Raw Umber, Spec, for, 1546. 

Unhydrated Oxides. 

Chemical Analysis of Limestone, Quicklime, 
and Hydrated Lime (calculation of lmh 3 ^■ 
drated oxides on as-received basis), 114. 

Unit Weight. 

See Weight Test. 

Unsaponifiable Matter Test. 

Drying Oils, 1027. 

Tall Oil, 1640. 

White Linseed Oil Paints, 1137. 

,, y 

Varnishes. 

See also Paints. 

Abrasion Resistance by Air Blast Abrasion 
Tester, Test for, 1133. 

Blistering of Coatings of Paint, Varnish, 
Lacquer, and Related Products on Metal 
When Subjected to Immersion or Other 
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Tests Involving Exposure to Moisture or 
Liquids, Test for Evaluating Degree of 

■^^*'***!fteastence 

(Changes in Protective Properties of Coatings 
of Paint, Varnisli, Lacquer, and Related 

. s "^Voducts on Steel Surfaces When Subjected 
iiniersion, Test for, 1611. 

\ «.Mc.jjght 4rS I^cgree, 0 Degree Apparent 

" Reflectance of Paint Finishes, Test for, 
1592.,, 

Definitions Relating to Paint, Varnish, Lac- 
quer, and Related Products, 1167. 

Films of Uniform Thickness on Test Panels, 
Methods for Producing, 1603. 

Light and Water Exposure Apparatus (Car- 
bon-Arc Type), Recommended Practice 
for Operating, 1614. 

Lime, Hydrated, for Varnish Manufacture, 
Spec, for, 101. 

Oleoresinous Varnishes, Tests for, 1060.- 

Reactivity of Paint Liquids, Test for, 1041. 

Salt Spra>" (Fog) Test — see Part I-B, Book 
of A.S.T.M. Standards, p. 773. 

Sampling and Anah'sis of Shellac, IMethods of, 
1046. 

Shellac Varnishes, Spec, for,- 1044. 

Specular Gloss of Paint Finishes, Test for, 
1587.' 

Vehicles, Paint. 

See Drying Oils. 

ViSHier. 

Methods of Testing, 1515. 

Venetian Red. 

See also Pigments. 

Chemical Analysis of Yellow, Orange, Red, 
and Brown Pigments Containing Iron and 
Manganese, 978. 

Specifications for, 1550. 

Vermiculite. 

: See Thermal Insulating Materials. 

Vicat' Apparatus. 

Gypsum and Gypsum Products, Testing of, 
149. Tentative Revision, 1702 

Hydraulic Cement, Test for Normal Consist- 
ency 70. 

Hydraulic Cement, Test for Time of Setting, 

86 . 

Vinsol , Resin. ; ■ \ 

Air Content of Portland-Cement Mortar, Test 


: Air-Entraming Portiand Cement, ■ Spec, 'for,' 

1263. " ■' 

Portland Cement, Methods of Chemical 
Analysis of, 17 
Viscosity Test. 

■ . See also Consistency Test; Flow Test; 
Penetration Test; Softening Point Test. 
Cellulose Acetate, 1572. 

Conversion of Kinematic to Saybolt Furoi 
Viscosity, 620. 

Definitions Relating to Rheological Proper- 
ties, 1261, 

Emulsified Asphalts, 586. 

Kinernatic Visco.5it,v Thermometers, 1657. 
Nitrocellulose, 

Base Solutions, Soluble, 1120. 

Clear Lacquers and Lacquer Enamels, 1117. 
Soluble, 1086. Tentative Revision, 1712. 
Oleoresinous Varnishes, 1060. 

Saybolt Biscosity Test, 615. 
Sayboljfviscosity Thermometers, Spec, for, 
1220. 

Voids, Test for in, 

See also Porosity. 

Aggregate for Concrete, 476. 

Volatile Acids, Test for in. 

Pine Tars and Pine-Tar Oils, 1633. 

Volatile Matter Test. 

See Loss on Heat Test; Moisture Test. 
Volatility. ^ 

See Distillation Test; Fire Point; 

Point; Loss on Heat Test; Moiafelc^ 
Test; Volatile Acids; Volatile Oil^fa 
Volatile Oil, Test for in, 

Rosin, 1619. 

Volume Change Test. 

See also Shrinkage Test; Soundness Test; 
Swelling Test. 

Cement Mortar and Concrete, 509. 

Coal-Tar Pitch and Tar, Volume Correction 
Table, 705. 

Coal Tar, Volume Correction Tables, 852. 
Creosote, Volume Correction Tables, 852. 
Fire Brick, Insulating, Permanent Linear 
Change Upon Reheating, 305. 

Fireclajt, Refractories, Test Under Load 
at High Temperatures, 279. 

Liquid Asphaltic Products, Volume Correction 
Table, 621. 
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¥oltime Change; Test 
Refractories^ Permanent Linear Change After 
Reheating, 312. 

SoihCeraent Mixtures, Compacted, Freezing- 
and-Thawing Test, 683. 

Soil-Cement Mixtures, Compacted, Wetting- 
and-Drying Test, 679. 

Soils, Shrinkage Factors Test, 672. 

Structural Insulating Board Made from Vege- 
table Fibers, 1358. 

Thermal Insulating Cement, Volume Change 
Upon Drying, 246. 

Timber, Small Clear Specimens, 774. 

w 

Wagner Turbidimeter. 

Chemical Analysis of Portland Cement for 
Sulfur Trioxide, Method of, 17. 

Fineness of Portland Cement by Turbid- 
imeter, Test for, 62. 

Wall Board. 

Gypsum, 

Definitions Relating to, 163, 1320. 

Lath, Spec, for, 142. 

Sheathing Board, Spec, for, 144. 

Testing of Gypsum Products, 149, Ten- 
tative Revision, 1702. 

Wall Board, Spec, for, 140, 

Wail Tile. 

See Tile. 

VilMls. 

Fifire Tests of Building Construction and Mate- 
rAials, 1203. Tentative Revision, 1716. 
Test. 

also Volume Change Test. 

Refractory Brick and Tile, 319, 

Water Retention Test. 

Masonry Cement, 7, 1269. 

Quicklime and Hydrated Lime, 1310. 

Water Retention Efficiency of Methods for 
Curing Concrete, 1422. 

Water, Resistance to. 

See Corrosion Test; Freezing-and-Thaw- 
ing Test; Immersion Test; Rusting, 
Water-Soluble Matter, Test for in. 

Barium Sulfate Pigments, 932. 

Dry Red Lead, 951. 

Shellac, 1046, 

White Linseed Oil Paints, 1137. 


White Pigments, 955. 

Yellow and Orange Pigments Containini:: 
Chromium Compounds, Blue Pigments, 
and Chrome Green, 968. . 

Water, Test for in, . 

See also Absorption Test; Moisture Test. 

Creosote, 855. 

Dipentene, 1622. 

Emulsified Asphalts, 586 
■ G3-T3sum and Gypsum Products, 449^ ^ ^ _ 

Lacquer Solvents and Diluents, 1105. 

Naval Stores, Liquid, 1626. 

Oleoresinous Varnishes, 1060. 

Petroleum Products and Other Bituminous 
Materials, 626 

Refractory Materials, 325. 

Turpentine, 1559. 

White Linseed Oil Paints, 1137. * 

Waterproofing Materials. 

See also Roofing. 

Abson Procedure, Modified, Test for Hot Ex- 
traction of Asphaltic Materials and Re- - 
covery of Bitumen, 1453, ... 

Asphalt, Emulsified, Tests for, 586. 

Asphalt for Built-Up Roof Coverings, Spec. " 
for, 687. 

Asphalt for Dampproofing and Waterproo: 
ing, Spec, for, 1480. 

Asphalt Mastic for Waterproofing, Asphalt . 

■ Cement, Mineral Filler,, Mineral Aggre^ « 
gate, Spec. -for, 709. 

Bituminous Emulsions, Tests for Films De-' 
posited from, 700. 

Bituminous Grout for Waterproofing Above 
Ground Level, Spec for, 711. 

Bituminous Grout for Waterproofing Below 
Ground Level, Spec, for, 713. ; 

Bituminous Mastics, Grouts, and Like .Mix- 
tures, Testing of, 733. , 

Bituminous Protective Coatings, Test f<jr 
Steam Distillation, 697. 

Coal-Tar Pitch for Roofing, Dampproofing 
and Waterproofing, Spec, for, 690. 

Creosote for Priming Coat with Coal-Tar 
Pitch in Dampproofing and Waterproofing, 

Spec, for, 693. 

Fabrics, 

Asbestos Felts, Asphalt-Saturated, for Use 
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ir. Waterproofing and in Constructing 
Built-Up Roofs, 1485. 

("otton, Woven, Saturated with Bituminous 
Substances for Waterproofing, Spec, for, 
- 721. . 

Felt Rooting, Asphalt-Saturated, for Water- 
proofing and Built-Up Roofs, Spec, for, 
•' 715. ■ ■ 

Felt Roofing, Coal-Tar Saturated, for 
Waterproofing and Built-Up Roofs, Spec, 
for, 718. 

Felted, Saturated with Bituminous Sub- 
''stances for Waterproofing and Roofing, 
Testing of, 1497. 

Woven, Saturated with Bituminous Sub- 
stances for W’aterproofing and Roofing, 
Testing of, 1497. 

Paper, Waterproof, for Curing Concrete, 
Spec, for, 1420. 

. Primer for Use with Asphalt in Dampproofing 
and Waterproofing, Spec, for, 695. 

' Volume Correction Tables for Liquid Asphal- 
tic Products, 621. 

'Weathering Test, Accelerated, of Bituminous 
Materials, Recommended Practice for, 1511. 
m. 

Melting Point Thermometers, Spec for, 1220. 
Shellac, ‘Methods of Analysis, 1046. 

Wear Test. 

|L?ee Abrasion Test. 

Withering. 

• See also Corrosion Test; Freezing-and- 
Thawing Test; Immersion Test; Rust- 
ing, 

Aggregates, Test for Soundness by Sodium or 
Magnesium Sulfate, 1400. 

Bituminous Materials, Recommended Prac- 
tice for Accelerated Weathering Test, 1511. 
Blistering of Coatings of Paint, Varnish, 
Lacquer, and Related Products on Metal 
When Subjected to Immersion or Other 
Tests Involving Exposure to Moisture or 
Liquids. ^^Test ‘ for Evaluating Degree of 
Resistance to, 1171. 

Carbon Arc Accelerated Weathering Unit, 
Recommended Practice for Characteristics 
of, 1684. 

Changes in Protective Properties of Coatings 
of Paint, Varnish, Lacquer, and Related 


Products on Steel Surfaces When Subjected 
to Immersion, Test for, 1611. 

Definitions of Terms with Procedures Re- 
lating to, 1694. 

Expansion Joint Fillers, Preformed, for Con- 
crete, Testing of, 541. Tentative Revi- 
sion, 1709. 

Films of Uniform Thickness of Paint, Var- 
nish, Lacquer, and Related Products, 
Methods for Producing, 1603. 

Light and Water Exposure Apparatus (Car- 
bon-Arc Type) for Testing Paint, Varnish, 
Lacquer, and Related Products, Recom- 
mended Practice for Operating, 1614. 

Nitrocellulose Clear Lacquers and Lacquer 
Enamels, Testing of, 1117. 

Paints, Exterior, Linseed-Oil Type, 

Chalking, Method of Evaluating Degree of 
Resistance to, 1175. 

Checking, Method of Evaluating Degree of 
Resistance to, 1177. 

Cracking, Method of Evaluating Degree 
of Resistance to, 1180. 

Erosion, Method of Evaluating Degree of 
Resistance to, 1183. 

Flaking (Scaling), Method of Evaluating 
Degree of Resistance to, 1597. 

Rusting, Test for Evaluating Degree of Re- 
sistance to, Obtained with Paint on Iron 
or Steel Surfaces, 1186. 

Salt Spray (Fog) Test— see Part I-B,' Book 
of A.S.T.M. Standards, p. 773. 

Steel Panels, Preparation for Exposure Tests 
of Paint, Varnish, Lacquer, and Related 
Products for Exterior Service, 1601. 

Traffic Paint, Resistance to Abrasion, Ero- 
sion, or a Combination of Both, in Road 
Service Tests, Method of Evaluating De- 
gree of, 1577. 

Trafiic Paint, Test for Light Sensitivity, 1129. 

Wood for Panels in Weathering Tests of 
Paints and Varnishes, Spec, for, 1594. 

Weight Loss on Heating. 

See Loss on Heat Test; Moisture Test. 

Weight Test. 

Aggregate, Unit Weight, 474. 

Asphalt Roll Roofing, Cap Sheets, and 
Shingles, 1504. 

Concrete, Weight per Cubic Foot, 513. 
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Weight Test (Continued), 

Fabrics, Felted and Woven, Saturated with 
Bituminous Substances for Use in Water- 
proofing and Roofing, 1497. 

Structural Clay Tile, 201. 

White Lead Pigments. 

See also Pigments. 

Basic Carbonate White Lead, Spec, for, 868. 

Basic Sulfate White Lead, Spec, for, 870. 

Chemical Analysis of White Pigments, 
Methods of, 955. Tentative Revision, 
1712. 

Whiting. • 

^ ^ :See Calcium Pigments. 

Wood. 

Definitions Relating to, 821. 

Fire Tests of Building Construction and Ma- 
terials, 1203. Tentative Revision, 1716. 

Methods of Testing Small Clear Specimens 
of, 774. 

Piles, Round Timber, Spec, for, 770. 

Plywood, Veneer, Wood and Wood-Base 
Laminated Materials, Testing of, 1515. 

Static Tests of Timbers in Structural Sizes, 
805. 

Structural Wood Joist and Plank, Beams and 
Stringers, and Posts and Timbers, Spec, for, 
751. 

Treated, Combustible Properties of by the 
Crib Test Method, 1215. 

Treated, Combustible Properties of by the 
Fire-Tube Test Method, 1652. 

Wood for Panels in Weathering Tests of 
Paints and Varnishes, Spec, for, 1594. 

Wooden Paving Blocks for Exposed Pave- 
ments, Spec, for, 748. 

Wood Fiber Content. 

Gypsum and G>T)sum Products, Testing of, 
149. 

Wood Preservatives. 

See Creosote; Zinc Chloride, 



Wood Turpentine, 

See Turpentine. 

Workability. 

See also Consistency; Plasticity. 

Fireclay Plastic Refractories, Workabili 
Index, Test for, 299. I'entative Revisiil 
1707. 


Xylene. 

Industrial Grade, for Faint, Varnish, Lacqu< 
and Related Products, Spec, for, 1085, 
Sampling and Testing, 1105. 


Yellow Pine. 

See Wood. 

Yield of Concrete. 

Yield of Concrete, Test for, 513, 


Zinc Chloride. 

Chemical Ana^'sis of, Methods of, 858. 
Specifications for, 831. 

Zinc Pigments. 

See also Pigments. 

Chemical Analysis of, 

White Pigments, Methods of, 955. 

Zinc Dust, Metallic Zinc Powder, Methods 
of, 983. 

Zinc Yellow Pigment (Zinc C'hromab 
Yellow), Methods of, 1554. 

Lithopone, Spec, for, 866. 

Reactivity of Paint Liquids, Test for, 1041. 
Zinc Dust, Metallic Zinc Powder, Spec, for, 


Zinc Oxide, Leaded, Spec, for, 864. 

Zinc Oxide, Spec, for, 862. 

Zinc, Sulfide Pigments, Spec, for, 866. 
Zinc Yellow, C. P. (Zinc Chromate), Spe< 
for, 902, Tentative Revision, 1711. 


